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PREFACE 

This  manual  on  anal3rtical  bitmnenology  has  been  prepared 
primarily  to  meet  the  requirements  of  students  of  hydrocarbon 
chemistry  and  petroleum  engineering.  There  is,  however,  a 
generally  recognized  need  in  the  chemical  profession  for  a  treatise 
which  shall  present  the  methods  now  in  use  for  the  technical 
examination  and  evaluation  of  the  hydrocarbon  complexes, 
natural  gas,  crude  petroleum  and  oil-shale  and  their  commer- 
cially important  products;  and  the  hope  is  expressed  by  the  au- 
thors that  this  concise  work  will  serve  a  useful  purpose  by  making 
readily  available  to  chemists  and  to  engineers  the  procedures 
of  applying  the  physical  and  chemical  tests  which  are  recognized 
as  essential  by  technologists.  Because  of  the  significance  of 
benzol  and  of  benzol-gasoline  mixtures  as  motor  fuels,  a  chapter 
is  devoted  to  the  laboratory  methods  in  use  in  the  control  of  the 
operation  of  benzol-recovery  plants.  The  Appendix  contains 
in  compact  form  chemical  and  physical  data  for  the  reference  of 
the  refinery  chemist,  petroleum  engineer  and  gas  engineer. 

The  first  eight  Chapters  of  the  book  supplement  Chapters  IV, 
XI,  XII  (2,  517-527,  in  particular),  and  XVII  of  Bacon  and 
Hamor's  ^'American  Petroleum  Industry,"  and  the  manual  may 
be  used,  in  fact,  as  a  laboratory  companion  for  that  set.  The 
authors  request  the  indulgence  of  the  user  for  any  errors  or  omis- 
sions that  occur.  In  a  work  of  this  character,  relating  mainly 
to  the  chemical  control  of  the  products  of  several  industries 
which  cover  large  and  progressive  fields,  an  early  revision  will 
probably  be  desirable,  and  the  authors  will  therefore  be  glad  to 
receive  any  suggestions  with  this  end  in  view  which  may  be  sub- 
mitted to  them. 

In  the  use  of  this  treatise  there  is  assumed  a  famiUarity  with 
the  usual  operations  of  volumetric  and  gravimetric  analysis  and 
some  proficiency  in  organic  chemistry.  No  hst  of  the  abbrevia- 
tions of  the  titles  of  the  technical  periodicals  cited  has  been  pre- 
pared for  the  reason  that  the  standard  journal  list  of  the  American 
Chemical  Society  has  been  comphed  with  in  the  frequent  foot 
*«ferenoe8  to  authorities  and  sources  of  information.    The  litera- 
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ture  of  the  subjects  treated  is  voluminous,  which  has  necessi- 
tated judicious  selection  in  the  preparation  of  the  bibliographic 
notes. 

It  is  a  pleasure  for  the  authors  to  acknowledge  their  indebted- 
ness to  Mr.  George  H.  Taber,  Vice-President  of  the  Gulf  Refin- 
ing Company,  Pittsburgh,  Pa.,  for  his  helpful  advice.  Mr.  Taber 
has  read  the  entire  manuscript  of  the  book  and  from  his  profound 
knowledge  of  naphthology  has  made  many  valuable  criticismsi 
resulting  in  the  improvement  of  the  text  throughout  the  work. 
The  authors  are  also  grateful  to  Dr.  W.  F.  Faragher,  of  the  Mel- 
lon Institute  of  Industrial  Research,  for  his  careful  examination 
of  the  manuscript.  Dr.  Faragher's  famiUarity  with  hydro- 
carbon chemistry  has  enabled  him  to  render  numerous  sugges- 
tions of  importance  in  the  preparation  of  the  text  for  publication. 
The  cooperative  assistance  given  by  Messrs.  H.  R.  Auerswald,  of 
the  Gypsy  Oil  Company,  W.  E.  Espy,  of  Cosden  and  Company, 
R.  O.  Neal,  of  the  Bureau  of  Mines,  and  F.  W.  Si>err,  Jr.,  of  The 
Koppers  Company,  has  likewise  facilitated  the  undertaking  of 
the  authors  and  is  highly  appreciated  by  them. 

William  Allen  Hamor, 
Fred  Warde  Padgett. 

Pittsburgh,  Pa., 

AND 

Norman,  Okla., 
SepUmbery  1920. 
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THE  TECHNICAL  EXAMINATION  OF 

CRUDE  PETROLEUM,  PETROLEUM 

PRODUCTS  AND  NATURAL  GAS 


CHAPTER  I 

THE  EXAMINATION  AND  EVALUATION  OF  CRUDE 

PETROLEUM 

I. — The  Examination  of  Crude  Petroleum. 

1.  Specific  Gravity  and  Bauin6  Gravity. 

2.  Color,  Fluorescence  and  Odor. 

3.  Viscosity. 

4.  Water  and  B.S. 

5.  Heat  of  Combustion-. 

6.  Sulphur. 

7.  Nitrogen  and  Oxygen. 

8.  Carbon  and  Hydrogen. 

9.  Index  of  Refraction. 

10.  Coefficient  of  Expansion;  Specific  Heat,  and  Heat  of  Vaporization. 

11.  Distillation: 

Engler-Ubbelohde  Method; 
Bureau  of    Mines  Methods:   Rittman-Dean   and    Allen- Jacobs 
Methods. 

12.  Estimation  of  Paraffin  Wax. 

13.  Estimation  of  Asphaltene. 

14.  Other  Tests  concerning  Crude  Petroleum: 

Formolite  Number;  Iodine  Number,  and  Loss  to  Sulphuric  Acid; 
the  Determination  of  the  Composition  of  Petroleum. 

II. — The  Commercial  Evaluation  of  Crude  Petroleum. 

1.  Preliminary  Examination. 

2.  Final  Examination : 

(A)  Paraffin-Base;  (B)  Mixed-Base;  (C)  Asphalt-Base;   (D)  Pres- 
sure Distillation. 

3.  Notes  and  Practical  Suggestions. 

4.  Theory  of  Refining. 

The  physical  and  chemical  operations  involved  in  the  processes 
of  refining  crude  petroleum  are  sufficiently  understood  that  a 
quite  effective  control  of  the  character  of  the  products  is  possible, 
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2  THE  EXAMINATION  OF  PETROLEUM 

and  there  is  maintained  at  every  large  refinery  a  laboratory 
equipped  for  the  systematic  examination  of  the  raw  materials  and 
their  products.^  From  the  analytical  data  in  conjunction  with 
physical  tests,  the  details  of  the  refinery  procedures  are  modified, 
aiming  at  the  largest  output  of  products  best  suited  for  the  specific 
purposes  intended,  and  at  the  lowest  cost.  Analytical  hydro- 
carbon chemistry  is  an  indispensable  aid  to  petroleum  technology. 
One  of  the  most  important  duties  of  the  refinery  chemist  is  to 
examine  and  value  a  crude  petroleum  received  at  the  plant  or 
under  consideration  for  purchase,  and  to  decide  as  to  its  suita- 
bility and  whether  it  is  adapted  for  treatment  by  the  usual 
processes  or  whether  modifications  are  necessary.  In  the  prepa- 
ration of  the  present  Chapter,  the  requirements  of  the  refinery 
chemist  are  kept  mainly  in  view,  but  an  endeavor  also  is  made  to 
deal  with  the  general  nature  of  the  several  varieties  of  crude 
petroleum  and  to  present  such  methods  of  examination  as  are 
likely  to  be  needed  by  the  consulting  analyst  or  by  the  student 
of  chemistry  who  wishes  to  determine  the  proximate  components 
of  or  possible  yield  of  commercial  products  from  crude  petroleum 
of  any  type.  The  various  tests  and  procedures  are  arranged 
seriately,  in  the  order  followed  in  general  practice. 

I.  THE  EXAMINATION  OF  CRUDE  PETROLEUM 

1.  Specific    Gravity    and    Baume    Gravity. — The     specific 

gravity  may  be  ascertained  by  any  of  the  methods  described 
under  gasoline  (see  page  41),  the  pycnometric  method  h^iig 
preferable  for  accuracy,  and  the  hydrometric  for  rapidity  and 
convenience.  The  final  result  is  reported  in  Baumd  degrees 
(modulus  140)  at  GO'^F.  (see  page  42). 

When  the  product  is  too  viscous  for  the  hydrometer  to  be 
used  and  a  pycnometer  is  not  available,  the  following  method  is 
recommended:  A  drop  of  the  oil  to  be  tested  is  placed  in  a  solu- 
tion of  ethyl  alcohol  and  water,  of  approximately  the  same  specific 
gravity  as  the  oil.  In  case  the  oil  sinks  to  the  bottom  of  the 
receptacle,  more  water  is  added  to  the  alcohol-water  mixture. 
If  the  drop  rises  to  the  surface,  more  alcohol  is  added.  This 
procedure  is  carried  out  until  the  drop  of  oil  neither  rises  nor 
sinks  in  the  liquid.     The  gravity  of  the  liquid  then  is  determined 

^  For  a  description  of  a  modem  petroleum  research  and  control  laboratory', 
see  Chem.  Age  (Am.),  1  (1919),  85-9. 
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by  a  Baum^  hydrometer  and  corrected  to  &{f¥.    This  value  is 
the  Baum6  gravity^  of  the  oil. 

2.  Color,  Fluorescence  (Bloom)  and  Odor. — These  character- 
istics may  be  determined  from  a  sample  placed  in  an  ordinary 
(4-oz.)  oil-sample  bottle.*  In  order  to  define  the  color y  the  bottle 
is  held  between  the  eye  and  the  light  (transmitted  light),  looking 
through  the  length  of  the  bottle  when  feasible.  Where  the  oil 
under  examination  is  too  opaque  for  this  observation,  even  with 
the  most  powerful  Ught  available,  the  determination  can  be  made 
by  observing  the  oil  diametrically  through  the  body  of  the  bottle, 
or,  that  failing,  diametrically  through  its  neck.  The  color  may 
vary  from  a  yellow  or  yellowish  red  to  an  opaque  black  or 
greenish  black.  The  fluorescence,  or  ''bloom,*'  is  observed 
clearly  by  having  the  eye  between  the  sample  and  the  light 
(reflected  light), "the  sample  being  held  against  a  dark  surface  if 
necessary.  Certain  crudes  of  Texas  exhibit  a  blue  fluorescence, 
although  this  property  generally  is  regarded  as  one  characteristic 
of  certain  fractions  rather  than  of  crude  petrolemn  itself. 

The  odors  of  different  crude  oils  vary  considerably.  Pure 
paraffin-base  crude  petrolemn  having  a  high  percentage  of  vola- 
tile constituents,  will  possess  the  distinctive  odor  of  its  contained 
gasoline.  Crude  oils  of  California,  Texas,  Rumania,  Russia,  and 
certain  other  localities,  frequently  have  an  aromatic  odor,  due  to 
the  presence  of  hydrocarbons  of  the  benzene  series.  In  order  to 
determine  the  odor  of  crude  petroleum,  two  sample  bottles  should 
be  half-filled  with  the  oil  under  examination,  and  then  carefully 

*  Taber  {J.  Ind.  Eng.  Chem.y  12  (1920),  593)  has  considered  some  fre- 
quently misunderstood  points  respecting  the  Baum6  hydrometer.  Often- 
times a  would-be  purist  in  nomenclature  who  approaches  the  petroleum 
business  from  a  scientific  viewpoint,  condemns  the  oil  man  for  using  the 
expression  ''Baum^  gravity"  and  endeavors  to  pursuade  him  to  say  ''Baum6 
specific  gravity,*'  which  is  more  cumbersome  and  further  from  being  correct. 
As  Taber  indicates,  if  time  in  speaking  and  time  and  space  in  writing  were  of 
no  importance,  we  might  be  absolutely  precise  and  say,  for  instance,  in 
using  the  light  Baum6  scale:  ''The  oil  is  of  a  specific  gravity  equivalent  to 
50*  Baum6."  This  is,  however,  unnecessary  and  the  expression  "The  oil  is 
50*^  Baum^  gravity''  cannot  be  misunderstood  and  is  entirely  justifiable. 
This  subject  is  discussed  at  length  by  Taber,  to  whose  contribution  the 
reader  is  referred  for  particulars. 

■  The  ordinary  4-oz.  sample  bottle  used  in  the  oil  business  is  about  1  J^-in. 
in  outside  di|inieter  by  5H-in.  in  length,  with  a  neck  0.8-in.  in  diameter  by 
?^-in.  in  length.  .  When  used  for  the  taking  of  color,  it  preferably  has  a 
ground  bottom. .  ' 
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stoppered.  One  of  the  bottles  is  shaken  vigorously,  so  as  to 
impart  the  odor  to  the  air  above  the  oil.  If  the  odor  of  hydrogen 
sulphide  is  detected,  5  c.c.  of  a  concentrated  solution  of  sodium  or 
potassium  hydroxide  should  be  added,  and  the  oil  shaken  until 
the  odor  of  hydrogen  sulphide  disappears.  In  the  case  of  a 
number  of  crude  wis  from  California,  agitation  of  the  oil  ^ith 
alkali  solution  will  develop  the  odor  of  pyridine.  In  the  second 
sample,  the  odor  should  be  noted  after  similar  treatment  with 

5  c.c.  of  dilute  (5N)  sulphuric  acid. 

3.  Viscosity. — Crude  petroleums  vary  in  consistency  from  the 
thin  oils  of  the  Appalachian  field  to  the  extremely  viscous  and 
even  solid  products  of  Mexico  and  California.  Suitable  methods 
for  determining  the  viscosity  may  be  selected  from  those  de- 
scribed under  illuminating  oils  (page  84),  lubricating  oils  (page 
90),  or  asphalt  (pages  129  and  157). 

4.  Water  and  B.S. — In  order  to  be  salable,  or  classed  as 
"pipe  line  oil*'  and  accepted  by  the  transporting  companies,  a 
crude  petroleum  must  contain  generally  no  more  than  1  per  cent, 
of  ^ater  and  B.S.  This  necessitates  some  treatment  of  emulsions 
in  the  field.*  The  amount  of  water  in  oil-field  emulsions  varies 
from  traces  up  to  60  per  cent,  or  more,  but  the  majority  of  emulsions 
encountered  in  the  Mid-Continent  and  Gulf  fields  contain  about 
25  per  cent.  The  sediments  ("Bottom  Settlings,"  or  "B.S.") 
accumulating  in  tanks  usually  contain  about  50  per  cent,  of  water. 

The  rapid  method  of  determining  the  combined  water  and  B.S. 
is  to  dilute  the  crude  petroleum  with  an  equal  volume  of  gasoline 
or  of  other  suitable  solvent,  and  then  to  centrifuge  in  a  vessel 
constricted  at  the  lower  end,  so  that  more  accurate  readings  of 
the  water  and  B.S.  may  be  made  (see  Fig.  1).  The  operation  is 
continued  until  all  sediment  has  been  thrown  to  the  bottom — 
about  20  minutes.  The  vohinic  of  the  water  and  B.S.  accumu- 
lated in  the  constricted  portion  of  the  graduate  finally  is  read, 
and  the  percentage  by  volume  of  the  water  and  B.S.  in  the  original 
crude  is  calculated  therefrom.  The  Goc»tz  tube  gives  very  satis- 
factory results  in  this  test.^ 

»  See  Sherrick,  J.  Ind.  Eng.  Chem.,  12  (11)20),  133. 

2  The  followiiip;  method  is  used  for  deternuning  wjiter  jind  B.S.  in  Mexican 
crude  petroleum:  A  mixture  is  made  of  2o  c.c.  of  carbou  disulphide,  25  c.c. 
of  gasoline,  and  50  c.c.  of  the  oil  under  test.  The  mixture  is  agitated  thor- 
oughly and  revolved  in  a  centrifuge  at  room  temperature,  at  the  rate  of 
about  1,500  revolutions  per  minute,  until  the  water  and  B.S.  separate  shows 
no  increase  or  decrease. 
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An  accurate  determination  of  the  wat«r  in  petroleum  may  be 
made  by  the  following  method : 

Apparatus  and  Reagents. — 250-c.c.  flask,  with  a  neck  of  medium 
length;  special  (graduate  for  receiving  the  distillate  (see  Fig-  2); 
asbestos  paper  for  wrapping  the  neck  of  the  flask;  condenser; 
sand-bath;  and  bunsen  burner. 

Procedure. — The  neck  and  upper  part  of  the  flask  are  covered 
with  asbestos  paper,  and  200  c.c.  of  the  oil  are  measured  out  and 


Fto.  1. — Electric,  band-power  and  wat«r-poTer  centrifuges.  The  hand-power 
centrifuge  ia  provided  with  the  Goeti  attacbraent,  which  allowe  the  um  of  100- 
c.c.  glass  tubes. 

weighed  into  the  flask,  which  is  placed  in  a  sand-bath  and  con- 
nected with  the  condenser.  The  special  graduate  is  located  at 
the  outlet  of  the  condenser.  It  is  well  to  place  a  few  small  frag- 
ments of  porous  plate  in  the  flask  with  the  oil,  to  assist  in  pre- 
venting bumping.  Finally,  the  flame  is  started  under  the 
sand-bath  and  the  distillation  is  begun.  The  distillation  is  carried 
on  rapidly  until  all  the  water  has  come  over.  The  complete 
removal  of  water  is  indicated  by  regular  ebullition  after  all 
"bumping"  has  ceased.  In  order  to  get  all  the  water  into  the 
aqueous  layer  at  the  bottom  of  the  graduate,  a  few  drops  of  a 
concentrated  solution  of  asphalt  in  benzene  are  added  to  the 
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distillate,  and  the  cylinder  is  tapped  until  the  drops  of  water  ob- 
served on  the  sides  against  the  darkened  oil  layer  have  settled 
to  the  bottom.  1  The  volume  of  the  water  at  the  bottom  of  the 
cylinder  is  noted,  and  from  this  datum  and  the  weight  of  the  oil 

previously  taken  the  percentage  by  weight  of 
water  in  the  original  crude  is  calculated. 

Certain  heavy  crudes  which  are  badly 
emulsified*  are  very  difficult  to  distil  by  the 
above  method.  In  such  cases  it  is  recom- 
mended that  the  crude  oil  be  diluted  with 
solvent  gasohne,  benzene,  toluene,  or  a  mix- 
ture of  80  per  cent,  of  xylene  and  20  per 
cent,  of  benzene  before  the  distillation  is 
begun.' 

The  distillation  method  of  Allen .  and 
Jacobs  is  especially  adapted  to  dealing  with 
crude  petroleums  containing  watar.  This 
method  is  described  on  page  17.  The  bulb 
Fig.  2.  — Graefe's  and  neck  of  the  flask  are  covered  with  an 
^!7^:t;'i:^^^.  insulating  jacket,  in  which  is  imbedded  the 
ing  water  in  fuel  oil  resistance  wire  which  is  the  source  of  heat. 
Jn'adS^ttnTuru'^  The  vapors  coming  over  are  held  at  the  same 
as  a  receiver,  this  cyl-  temperature  as  the  oil  by  means  of  a  shunt- 
ttr  "^Z^'i^"'^:,^  ^^rcxiit  about  the  neck  of  the  flask.    This 

fact,     often     is,    cm- 
ployed  in  the  do  term-  provision  obviatcs  the  condensation  of  water 

B.''*S.''b?8rtUng!'^n   ^^  ^^^  ^^^^  ^^  ^^^  ^^^^  ^^^  ^^^"^^  »"  ^^™P- 

cases  where  a  centri-  ing  due  to  the  reflux  of  water  into  the  body 

fuge    is   not  conW   of  thc  oil. 
ent.      A      separatory 

funnel,  ^^-ith  stopcock,  5.  Heat  of  Combustlon. — The  most  reliable 
^uUeftuL'^grVdurted  '"^t^od  for  the  determination  of  the  heat  of 

in    H'C.c.    divisions,        i  See  FucHs,  Eng.  Min,  J.,  106  (1918),  357. 

also  may  be  used  for  ,  q^^  emulsified  oil  and  its  properties,  see  McCoT, 
both  purposes.  ,^  .  _  ^»   „     ^         ,  ,,.      ,^       « 

bHiDEL  and  Trac;er,  Bull.  Am.  Inst.  Min.  Met  Eng., 

August,  1919,  1513.  On  the  modern  conception  of  emulsions,  see 
Clayton,  J.  Soc.  Chem.  Ind.y  38  (1919),  113T.  On  the  properties  and 
treatment  of  oil-field  emulsions,  see  Sherrick,  J.  Ind.  Eng.  Chem.j  12 
(1920),  133.     See  also  Glaser,  Fcuervngstcch.,  18  (1920),  149. 

*  On  the  determination  of  water  in  petroleum,  see  Dean  and  Stark, 
J.  Ind.  E?ig.  Chcm.,  12  (1920),  48G.  According  to  these  authors,  the  method 
of  distilling  in  the  presence  of  an  inimiscible  solvent  is  the  most  generally 
satisfactory  scheme  for  estimating  the  water  content  of  petroleum  emulsions; 
they  have  developed  modifications  of  this  method  which  add  to  its  con- 
venience. 
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combustion  of  crude  petroleum  is  that  of  combustion  in  a  bomb 
with  oxygen  at  30  to  40  atmospheres  pressure.^  For  the  details 
of  this  method,  see  Poole's  '^The  Calorific  Power  of  Fuels," 
Brame's  "Fuel,  Solid,  Liquid  and  Gaseous,"  Stillman's  "En- 
gineering Chemistry,"  or  Holde-Mueller's  "Examination  of 
Hydrocarbon  Oils." 

Where  it  is  not  convenient  actually  to  determine  the  calori- 
metric  value  this  quantity  may  be  estimated  approximately  by 
means  of  the  following  equation:*  Calorific  value  in  B.t.u.  = 
18,650  +  40  (Baiun^  degrees  -  10). 

6.  Sulphur. — Sulphur  may  be  determined  conveniently  and 
accurately  during  the  combustion  in  a  bomb  with  oxygen, 
and,  if  desired,  at  the  same  time  as  the  calorimetric  determination 
mentioned  above.  The  following  procedure  is  from  Technical 
Paper  26  of  the  United  States  Bureau  of  Mines: 

A  portion  of  a  sample,  0.7  to  1.0  g.,  is  burned  in  a  calorimetric  bomb 
containing  10  c.c.  of  water  and  oxygen  under  a  pressure  of  30  atmos- 
pheres. A  lower  pressure  sometimes  gives  inaccurate  results.  If 
the  sample  contains  more  than  3  per  cent,  of  sulphur,  the  bomb  is  al- 
lowed to  stand  in  its  water-bath  for  15  minutes  after  ignition  of  the 
charge.  In  case  the  sulphur  content  is  as  high  as  5  per  cent.,  oxygen 
under  40  atmospheres  pressure  is  used.  With  these  high  pressures  in  a 
Berthelot  bomb  of  500-c.c.  to  600-c.c.  capacity,  repeated  trials  have 
failed  to  show  even  traces  of  carbon  monoxide  or  sulphur  dioxide.  If 
a  smaller  bomb  of  about  175-c.c.  capacity,  such  as  that  of  Peters  or  of 
Krdker,  is  used,  incomplete  combustion  from  a  lack  of  oxygen  may  re- 
sult, if  too  large  a  sample  is  taken. 

After  cooling — 15  minutes  is  usually  enough — the  bomb  is  opened  and 
its  contents  are  washed  into  a  beaker.  If  the  bomb  has  a  lead  washer, 
5  c.c.  of  a  saturated  solution  of  sodium  carbonate  are  added,  the  con- 
tents are  heated  to  the  boiling-point,  boiled  for  10  minutes,  and  are  then 
filtered.  This  operation  is  necessary  to  decompose  any  lead  sulphate 
from  the  washer.  The  united  washings  are  then  filtered,  acidified  with 
hydrochloric  acid,  boiled  to  expel  all  carbon  dioxide,  and  the  sulphuric 
acid  is  determined  in  the  usual  way  with  barium  chloride. 

Gravimetric  determination  is  preferred  to  volumetric,  because  the 
nitrogen  contained  in  the  air  originally  in  the  bomb  is  oxidized  in  part 

^  Some  difficulty  in  weighing  occasionally  is  encountered  when  calorific 
value  determinations  are  made  on  petroleum  samples  which  contain  very 
volatile  hydrocarbons.  In  laboratories  where  a  considerable  number  of 
these  determinations  are  made  the  device  described  by  Foster  {Chemist' 
Analyatj  1917,  No.  21,  23)  will  permit  samples  to  be  weighed  with  minimum 
loss  due  to  evaporation. 

'Sherman  and  Kropff,  J,  Am,  Chem.  Soc.y  30  (1908),  1626. 
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to  nitro-acids,  which  cause  a  small  error  if  the  volumetric  determina- 
tion alone  is  used.  The  sulphur  content  of  any  combustible  material, 
from  light  gasolines  weighed  in  a  tared  gelatin  capsule,  to  solid  bitu- 
mens and  cokes,  can  be  readily  determined  by  this  method. 

This  method  of  burning  in  a  bomb  is  accurate,  practicable,  and  rapid, 
and  is  recommended  in  preference  to  all  other  procedures. 

Sulphur  may  also  be  determined  in  crude  petroleum  by  the 
method  of  Carius,  wherein  the  crude  oil  in  a  bomb-tube  is  oxidized 
by  means  of  fuming  nitric  acid  (the  details  of  this  method  are 
presented  in  the  standard  works  on  organic  analysis^-  The 
lamp  method  is  sometimes  used  in  determining  sulphur  in  crude 
petroleum  (see  pages  59,  75  and  97) :  the  oil  is  burned  in  a  lamp 
and  the  products  <5f  combustion  are  absorbed  in  standard  sodium 
carbonate  or  sodium  hypobromite  solution.  In  the  former  case, 
the  sodium  carbonate  is  titrated  with  standard  sulphuric  acid 
and  in  the  latter  case  the  sulphate  ion  is  precipitated  in  the  usual 
way. 

A  qualitative  test  for  sulphur  which  is  reliable,  and  which,  with 
practice,  may  be  used  as  a  rough  means  of  quantitative  estima- 
tion, is  as  follows:* 

*  The  manipulation  of  the  Carius  method  is  described  in  detail  in  Gatter- 
mann's  "Practical  Methods  of  Organic  Chemistry,"  3rd  ed.  For  a  consid- 
eration of  methods,  see  Tech.  Paper  26,  Bureau  of  Mines,  1912.  See  also 
Regester,  J.  Ind.  Eng.  Chem.,  6  (1914),  812;  and  Christie  and  Bisson, 
ibid.,  12  (1920),  171. 

The  fusion  method  is  used  by  some  chemists  in  determining  sulphur  in 
crude  petroleum.  For  this  purpose  the  latest  Parr  bomb  is  recommended, 
using  10  g.  of  sodium  peroxide,  1  g.  of  potassium  chlorate,  and  0.2  g.  of 
benzoic  acid,  with  0.2  g.  of  the  oil.  During  the  manipulation  a  blank  should 
be  run  on  the  chemicals  used.     Francis  and  Crawford  {J.  Ind.  Eng.  Chem.j 

9  (1917),  479)  report  good  results  with  the  Parr  bomb  on  Cushing  oil,  al- 
though the  experts  of  the  U.  S.  Bureau  of  Mines  (Tech.  Paper  26)  do  not 
look  with  80  much  favor  on  the  fusion  method  as  applied  to  petroleum. 

On  the  presence  of  sulphur  and  sulphur  compounds  in  petroleum,  see 
Mabery  and  Smith,  Am.  Chem.  J.,  13  (1891),  233;  Mabery  and  Quayle, 
Proc.  Am.  Acad.,  41  (1905),  89;  Peckham,  Proc.  Am.  Phil.  Sac.y  36  (1897), 
108;  Richardson  and  Wallace,  Eng.  Min.  7.,  73  (1902),  352;  and  Totelb, 
Chem.-Ztg.,  26  (1902),  896. 

'  Francis  and  Crawford  {J.  Ind.  Eng.  Chem.,  9  (1917),  479)  favor  the 
use  of  the  methylene  blue  test  for  the  detection  of  small  amounts  of  sulphur. 
However,  this  test  is  more  difficult  of  manipulation  than  the  nitroprussido 
test.  The  procedure  is  as  follows:  The  oil  is  heated  with  metallic  sodium 
in  the  usual  way  and  the  filtered  solution  is  neutralized  in  the  presence  of 
a  drop  or  two  of  phenolphthalein  solution,  then  5  or  6  drops  of  hydrochloric 
acid  arc  added  in  excess.     A  small  crystal  of  p-amido  dimethylaniline  sul- 
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Apparatus  and  Reagents. — Metallic  sodium;  test-tube;  small 
beaker;  filter  paper;  small  glass  funnel;  a  3  per  cent,  solution 
of  sodium  nitroprusside;  and  distilled  water. 

Procedure, — Two  c.c.  of  the  oil  are  decomposed  by  heating  in  a 
test-tube  with  about  0.25  g.  of  sodium.  While  still  hot,  the  tube 
is  broken  by  plunging  into  8  c.c.  of  distilled  water  in  a  small 
beaker,  or,  better  still,  in  a  small  casserole.  Any  particles  of 
sodium  surrounded  by  coke  or  tar  are  broken  up  so  that  the 
sodium  is  consumed.  The  solution  then  is  filtered  and  tested 
with  a  few  drops  of  the  solution  of  sodium  nitroprusside.  A 
violet  color  indicates  the  presence  of  sulphur. 

The  "doctor"  or  plumbite  test  for  petroleum  distillates  is 
described  on  page  59. 

7.  Nitrogen  and  Oxygen. — Nitrogen  is  present  in  crude  petro- 
leum generally  in  the  form  of  derivatives  of  pyridine  and  quino- 
line.^  If  a  large  volume  of  the  crude  oil  is  shaken  with  a  small 
volume  of  dilute  (5N)  sulphuric  acid,  and  the  acid  then  is  sepa- 
rated and  made  alkaline  with  sodium  hydroxide,  the  bases  are 
set  free  and  may  be  extracted  with  ethyl  ether  and  subsequently 
investigated.  The  odor  of  pyridine  bases  may  often  be  recog- 
nized in  the  alkaUne  solution  mentioned. 

Nitrogen  may  be  detected  in  a  crude  oil  when  testing  for  sul- 
phur. To  a  portion  of  the  filtered  solution  which,  in  the  case  of 
sulphur,  is  to  be  tested  with  sodium  nitroprusside,  a  solution  of  a 
ferrous  salt  is  added,  then  a  solution  of  a  ferric  salt,  the  mixture 
is  boiled  for  a  minute,  and  finally  sufiicient  hydrochloric  acid 
is  added  to  make  the  solution  acid  in  reaction.  A  blue  precipi- 
tate or  a  blue  or  a  green  color  indicates  the  presence  of  nitrogen. 

The  method  of  Kjeldahl*  is  recommended  for  the  quantitative 

phate  is  dissolved  in  the  liquid  and  several  drops  of  a  dilute  ferric  chloride 
solution  are  added.  If  the  oil  contains  sulphur,  a  blue  color  is  developed 
which  becomes  more  intense  on  standing. 

*  See  Pbckham,  Am,  J.  »Sci.,  (3),  48  (1894),  250;  and  Mabert,  J.  Soc. 
Ckem,  Ind.y  19  (1900),  505.  The  recent  investigations  of  Mabert  (J,  Am. 
Chem,  Soc.f  41  (1919),  1690)  have  shown  that  all  crude  petroleums  contain 
at  least  traces  of  nitrogen  compounds. 

*  In  the  use  of  the  Kjeldahl  method  it  is  probable  that  the  best  results 
are  secured  under  the  following  conditions:  The  weight  of  the  sample  may 
be  as  much  as  5  g.  for  crude  oils  low  in  nitrogen.  The  use  of  25  c.c.  of  cone, 
c.p.  sulphuric  acid,  10  g.  of  potassium  sulphate,  0.7  g.  of  mercury  or  mer- 
curic oxide,  and  a  time  of  heating  of  2^  hrs.,  are  recommended.  In  addition, 
a  condenser  placed  in  the  neck  of  the  flask  is  advantageous. 
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determination  of  nitrogen  in  petroleum.  It  is  of  interest  to 
mention,  however,  that  Mabery  has  developed  a  method  which  is 
a  combination  of  the  Dumas  procedure  for  nitrogen  and  the 
oxygen  combustion  for  carbon;  it  is  said  to  be  applicable  to 
petroleums  containing  but  minute  amounts  of  nitrogen. 

Oxygen  exists  in  crude  petroleum  usually  in  the  form  of  naph- 
thenic  acids  or  phenol  derivatives  which  are  soluble  in  strong 
alkali.^  If  a  large  quantity  of  the  crude  oil  is  agitated  with  a 
small  amount  of  concentrated  sodium  hydroxide  solution,  and 
the  alkaline  solution  is  separated  and  acidified,  the  naphthenic 
acids  may  be  differentiated  from  the  phenolic  bodies  by  the  odor. 
The  phenols  have  a  creosote-like  odor,  while  the  crude  naph- 
thenic acids,  especially  upon  warming,  possess  a  suilline  cacodor.^ 

The  percentage  of  oxygen  in  petroleum  is  estimated  by  sub- 
tracting from  100  the  sum  of  the  percentages  of  the  other  elements 
present.  The  combined  errors  in  the  determination  of  the  other 
elements  will  thus  find  expression  in  the  oxygen  content  of  the 
crude  oil.  For  this  reason,  and  because  of  the  fact  that  sulphur 
has  been  ignored  in  the  analysis  of  some  crude  petroleums,  it  is 
likely  that  the  literature  consequently  contains  many  data  which 
are  misinforming. 

8.  Carbon  and  Hydrogen. — The  carbon  and  hydrogen  contents 
of  different  crude  oils  will,  of  course,  vary  with  the  nature  of  the 
oilg.  Thus,  straight  paraffin-base  crude  petroleum  will  have 
relatively  the  most  hydrogen,  while  the  dense  asphaltic  crudes 
will  contain  relatively  the  least. 

The  method  used  for  the  quantitative  determination  of  carbon 
and  hydrogen  is  the  very  satisfactory  one  of  ultimate  analysis,  in 
which  the  hydrocarbons  are  burned  to  water  and  carbon  dioxide 
in  a  stream  of  oxygen  in  the  presence  of  cupric  oxide.  The 
method  is  described  at  length  in  Benedict's  "Elementary  Organic 
Analysis,"  Clarke's  "Handbook  of  Organic  Analysis,"  Hans 
Meyer's  "Analyse  und  Konstitutionsermittlung  Organischer 
Verbindungen,"  Lassar-Cohn's  "Arbeitsmethoden,"  and  other 
standard  works.  When  sulphur  is  known  to  be  psesent,  a  layer 
of  lead  peroxide  is  placed  in  the  tube  next  to  the  absorption 

»  See  Mabert,  J,  Am,  Chem.  SoCy  28  (1906),  696.  See  also  Bacon  and 
Hamor's  "American  Petroleum  Industry,"  1916,  1,  7;  2,  681,  620,  803  and 
888. 

*  On  the  malodor  of  naphthenic  acids,  see  Petroleum^  9  (1914),  1506; 
and  Mai.  grasses^  7  (1914),  4115. 
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apparatus;  while  if  nitrogen  is  present,  a  freshly  reduced  spiral 
of  copper  gauze  is  inserted  in  the  tube  beyond  the  copper 
oxide.  ^ 

9.  Index  of  Refraction. — The  refractive  index,  determined  for 
the  crude  oil  and  certain  of  its  fractions,  along  with  specilBc 
gravity  and  range  of  boiling-point,  may  be  of  value  in  indicating 
the  locality  from  which  the  petroleum  is  obtained.^ 

The  instrument  of  Abb6  is  well  adapted  for  the  determination 
of  the  index  of  refraction;  this  refractometer  has  been  described 
so  oft€n  that  an  account  of  it  is  unnecessary  here,  and  the  reader 
is  referred  to  Lewkowitsch's  "Technology  of  Oils,  Fats  and 
Waxes,"  Leach's  "Food  Analysis,"  or  Holde-Mueller's  "Exami- 
nation of  Hydrocarbon  Oils." 

The  correction  to  be  applied  to  this  instrument  for  each 
degree  centigrade  is,  on  the  average,  0.0004;  that  is,  for  each  rise 
in  temperature  of  one  degree  centigrade,  the  index  of  refraction 
becomes  less  by  that  amount.  The  standard  temperature  for 
the  index  of  refraction  is  60°F.  and  all  values  should  be  corrected 
to  that  temperatiu*e. 

10.  Coefficient  of  Expansion;  Specific  Heat,  and  Heat  of 
Vaporization. — Coefficient  of  Expansion. — The  United  States  Bu- 
reau of  Standards  has  carried  out  an  extensive  research  on  the 
thermal  density  coeflScients  of  American  petroleum.  For  a 
description  of  the  methods  used  and  data  leading  to  the  compu- 
tation of  correction  tables,  consult  Technologic  Paper  77  of  the 
Bureau  of  Standards.  The  correction  tables  may  be  found  on 
page  304  of  this  book.  Other  methods  for  the  determination 
of  the  coefficient  of  expansion  are  described  in  Bacon  and  Hamor's 
"American  Petroleum  Industry"  (1,  96)  and  in  Holde-Mueller's 
"Examination  of  Hydrocarbon  Oils." 

Specific  Heat, — An  average  value,  sufficiently  close  for  some 
engineering  calculations,  is  about  0.45.  Detailed  methods  of 
det€rmination  are  given  in  Holde-Mueller's  "Examination 
of  Hydrocarbon  Oils"  and  in  Bacon  and  Hamor's  "American 
Petroleum  Industry"  (1,  104). 

Heat  of  Vaporization. — A  curve  showing  the  average  change  of 
heat  of  vaporization  with  boiling-point,  may  be  found  in  the 
Appendix,  page  325.  Values  taken  from  this  curve  may  be  used 
in  certain  engineering  calculations.     For  methods  of  determining 

'  See  BuUetin  46,  Bureau  of  Chemistry,  U.  S.  Dept.  of  Agric. 
« RiTTMAN,  /.  Ind.  Eng.  Chem.,  7  Cl915)j  678. 
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the  latent  heat  of  evaporation,  see  Holde-Mueller's  '*  Examination 
of  Hydrocarbon  Oils." 

11.  Distillation. — The  original  Engler  method  of  distillation 
involved  the  use  of  the  flask  shown  in  Fig.  3  and  a  sample  of 
100  c.c.  When  the  temperature  of  the  vapor  at  the  side-arm 
reached  150^C.  (302^F.),  the  flame  was  withdrawn  and  the 
temperature  was  allowed  to  drop  20°C.  (36°F.),  when  the  heat 

was  again  applied  until 
150°C.  was  reached.  This 
procedure  was  repeated  until 
no  more  distillate  came  over 
below  150°C.  The  distillate 
thus  secured  was  designated 
the  gasoline  or  naphtha  frac- 
tion. The  heating  then  was 
continued  until  a  tempera- 
ture of  300°C.  (572**F.)  was 
attained,  when  the  flame  was 
withdrawn  and  the  tempera- 
ture allowed  to  drop  as  be- 
fore.    The    distillate    thus 


Fio.  3. — Engler  distillation  flask. 
(See  also  page  54.) 


secured  was  described  as  the  kerosene  or  illmninating  oil 
fraction.  The  residue  in  the  flask  represented  the  lubricating 
oil  fraction,  and  contained  the  paraffin  wax  and  the  asphaltene, 
provided  the  crude  was  of  such  a  nature  that  the  two  last 
named  constituents  were  present. 

The  Engler-Ubbelohde  Method. — This  method  is  similar 
to  the  Engler  method,  except  that  temperature  drops  are 
prevented  during  the  distillation.  Many  of  the  analyses 
of  crude  oils  appearing  in  the  literature  have  been  conducted 
in  accordance  with  this  method,  and  it  is  still  very  extensively 
used.^ 

The  following  description  of  the  method  contains  certain  addi- 
tional manipulations,  which  are  included  for  the  purpose  of 
securing  supplemental  data. 

Apparatus, — Standard  Engler  flask;  distillation  thermometer 
reading  from  a  temperature  of  40°C.  to  at  least  300°C.  in  1-degree 
divisions;  auxiliary  thermometer  (to  be  used  in  case  the  distilla- 
tion thermometer  has  been  calibrated  for  total  immersion)  ^  upon 
which  temperatures  from  15°C.  to  50°C.  may  be  read;  condenser 

'  See  Mineral  Resources  of  the  United  States^  191Z,  ii,  1125. 


Procedure.— 100  c.c.  of  the  oil  are  measured  out  at  a  tempera- 
ture  of   eCF.   and   weighed   into   the  flask.'     The  distillation 

'  Laboratory  supply  houses  offer  distillalion  apparatus  which  includes 
a  tank  condenser  and  a  shield  [or  the  flask  and  burner  (see  Fig.  4). 

'  Larger  samples  may  be,  and  often  arc,  distilled  analytically  in  flasks  of 
the  Engler  type.  In  this  way.  200,  500  and  1000  c.c.  samples  are  treated, 
with  the  advantage  that  larger  Fractions  are  secured,  the  gravities  of  which 
may  be  determined  in  the  receivers  by  means  of  b  small  hydrometer.  The 
larger  the  sample  distilled,  the  lower  the  over-point.  The  analytical  pro- 
cedure is  varied  according  to  refining  practice.  To  illustrate,  if  it  is  the 
practice  to  reRne  in  loto.  the  laboratory  procedure  involves  the  separation 
of  a  complete  line  of  crude  products.  If,  however,  the  crude  oil  is  handled 
in  a  akimming  plant,  the  analysis  merely  includes  the  separation  of  crude 
naphtha,  crude  lamp  distillate,  gas  oil.  and  bottoms. 
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thermometer  and  cork  are  inserted  so  that  the  upper  portion  of 
the  thermometer  bulb  is  opposite  the  lower  side  of  the  outlet 
tube.  The  outlet  tube  from  the  flask  is  attached  to  the  condenser 
tube  by  means  of  a  well-rolled  cork,  and  one  of  the  receivers  is 
placed  in  position  at  the  outlet  of  the  condenser.  The  auxiliary- 
thermometer  (in  case  the  distillation  thermometer  is  one  cali- 
brated for  total  immersion)  is  suspended  so  that  the  bulb  is 
adjacent  to  and  located  at  the  center  of  the  exposed  portion 
of  the  distillation  thermometer  stem.  Finally,  cold  water  is 
placed  in  the  condenser  (in  case  a  trough  condenser  is  used) 
or  is  circulated  through  the  condenser  (in  case  a  closed-jacket 
condenser  is  employed).  A  small  flame  now  is  lighted  beneath 
the  flask  and  the  oil  is  brought  carefully  to  the  boiling-point,  so 
that  the  distillation  starts  at  the  proper  rate. 

The  temperature  of  the  vapor  at  the  side-arm  of  the  flask  when 
the  first  drop  falls  from  the  outlet  end  of  the  condenser  is  recorded 
as  the  Over-Point. 

During  the  distillation,  the  flame  is  regulated  so  that  the  dis- 
tillation proceeds  at  the  rate  of  2.5  c.c.  per  minute  until  a  tem- 
perature of  300°C.  (572°F.)  is  reached. 

In  the  course  of  the  distillation  the  following  observations  are 
made: 

1.  The  auxiliary  temperatures  are  read  for  each  rise  of  50°C. 
(90°F.). 

2.  At  successive  25®C.  (45®F.)  intervals  the  volume  of  the 
distillate  is  read.  For  example,  if  the  over-point  of  an  oil  is 
60°C.  (140°F.),  the  next  reading  is  taken  at  75°C.,  then  at  100°C. 
(212°F.),  and  thereafter  at  25**  intervals  as  indicated. 

3.  When  a  temperature  of  100°C.  (212°F.)  is  reached  (pro- 
vided, of  course,  the  over-point  is  below  this  temperature), 
the  receiver  at  the  outlet  of  the  condenser  is  removed  and  re- 
placed by  another.  This  procedure  is  repeated  when  each  of  the 
temperatures  150°C.  (302°F.),  200°C.  (392^F.),  250^C.  (482°F.), 
and  300°C.  (572°F.)  is  reached.  After  the  distillation  has  been 
completed,  these  fractions  are  dealt  with  as  follows:  The  five 
(or  less,  depending  upon  the  nature  of  the  crude  oil)  fractions  are 
first  tested  for  Baum^  gravity  and  for  index  of  refraction.  Next, 
the  fractions  collected  from  the  over-point  to  the  150°C. 
(302°F.)  point  are  mixed  together,  and  the  Baum^  gravity,  index 
of  refraction,  and  loss  to  sulphuric  acid  are  determined.  The 
*' doctor  tesf  also  is  made.     Finally,  the  fractions  ranging  from 
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150^C.  to  300^C.  (572°P.)  are  mixed  together,  and  the  volume, 
Baum^  gravity,  index  of  refraction,  and  loss  to  sulphuric  acid 
are  determined,  and  the  "doctor  test"  is  applied  as  before. 

When  the  temperature  of  300^C.  (572°F.)  is  reached,  the  dis- 
tillation is  stopped  temporarily.  The  flask  now  contains  the 
residue  boiling  above  300®C.,  in  which  are  present  lubricating 
oila>  and,  perhaps,  asphaltene  and  paraffin  wax. 

After  cooling  slightly,  the  flask  is  weighed,  a  10  c.c.  sample  is 
poured  out,  and  the  flask  is  weighed  again.  This  sample  is 
used  in  the  estimation  of  asphaltene  (see  page  19).  The 
flask  then  is  stoppered;  the  side-lube  is  attached  to  an  air  con- 
denser, and  the  disLillation  is  continued  rapidly  to  dryness.  The 
distillate  collected  is  used  in  the  estimation  of  paraffin  wax  (see 
page  18). 

After  cooling,  the  flask  is  weighed.  In  calculating  the  per- 
centage of  coke  left  in  the  flask,  the  10  c.c.  sample  removed  for 
the  piu*pose  of  estimating  asphaltene  should  be  taken  into 
account. 

Notes  and  Precautions, — In  order  to  secure  concordant  results 
by  this  method,  the  directions  should  be  observed  strictly, 
draughts  eliminated,  and  the  rate  of  distillation  held  constant. 
The  receivers  are  preferably  graduated  to  0.1  c.c.  and  the  volume 
of  the  fractions  should  be  measured  at  a  temperature  of  60°F.^ 

The  accuracy  of  the  thermometers  should  be  known.  Thermom- 
eters which  are  in  continuous  use  may  be  calibrated  by  the 
U.  S.  Biu-eau  of  Standards  method.*  Thermometers  are  manu- 
factured which  are  calibrated  for  the  depth  of  immersion  found 
in  the  Engler  flask,  and  for  such  thermometers  no  auxiUary  tem- 
peratures need  be  taken,  the  subsequent  calculation  of  corrections 
to  the  observed  readings  being  eliminated.'  A  reading  of  the 
barometer,  taken  just  before  or  immediately  after  the  distilla- 
tion, also  should  be  included  in  the  data,  and,  if  necessary,  the 
observed  temperature  may  be  corrected  to  normal  pressure  by 
means  of  the  equation  given  on  page  52. 

*  In  conducting  distillation  tests  on  heavy  viscous  crude  petroleums  it  is 
not  practicable  to  measure  the  volume  of  the  charge;  but  it  is  sufficient 
merely  to  weigh  into  the  flask  a  quantity  which  amounts  to  approximately 
100  c.c.  The  volume  of  the  crude  oil  sample  then  may  be  calculated  from 
the  known  specific  gravity  of  the  petroleum. 
'Bureau  of  Standards  Circular  8,  1911. 

'  Concerning  corrections  to  observed  readings  of  thermometers  calibrated 
at  total  immersion,  see  page  52. 
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The  Methods  of  the  United  States  Bureau  of  Mines. — Rittman 
and  DeaD^  have  conducted  researches  on  the  analytical  distilla- 
tion of  petroleum,  comparing  methods  of  minimum  condensation 
(Allen-Jacobs  method),  moderate  condensation  (Engler-Ubbel- 
ohde  method),  and  maximum  condensation  (Rittman-Dean 
method).     As  a  result  of  comparison,  the  fractionation  eflSciency 


I   onsembled,    with 
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of  the  Rittman-Dean  method  was  placed  at  56  per  cent.,  the 
Engler-Ubbeiohde  at  26  per  cent.,  and  the  Allen-Jacobs  at  14 
per  cent. 

In  the  apparatus  of  Rittman  and  Dean  a  Hempel  fractionating; 

'  Bureau  of  Mines  Bxdielin  126. 
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column  is  interposed  between  the  fiask  and  the  condenser.' 
For  this  purpose  the  standard  Hempel  creosote  flask  may  be 
used. 

The  apparattia  of  RiUrnan  and  Dean  is  shown  in  Pig.  5.  This 
includes  an  electric  heater,  instead  of  which,  of  course,  a  suit- 
ably shielded  gas  burner  may  be  used.  Preparation  for  the 
distillation  is  made  by  counterpoising  on  a  balance  the  flask,  a 
spiral  of  iron  gauze,  and  the  beads  to  be  used  in  the  column. 
The  charge  of  oil  then  is  weighed  in  and  the  fractionating  col- 
umn is  adjusted. 


Tke  Allen-Jacobs  method^  was  evolved  primarily  for  the  dis- 
tillation of  heavy  crude  oils,  such  as  those  of  CaUfornia,  which 
contain  large  quantities  of  lubricating  oils,  asphalt,  and  often 
water.  The  novelty  of  this  apparatus  consists  in  an  insulated, 
electrically  heated  flask  shown  in  Fig.  6.  The  complete 
installation  is  illustrated  in  Fig.  7.     The  procedure  of  operation 

'  It  is  of  interest  to  note  here  that  some  pctroieiiro  chcmiata  carry  out 
diatiilatioriB  by  means  of  the  En)(ler-typc  flask,  placing  a  column  compoBed 
of  pieces  of  pcroua  plate  or  oF  glass  beads  in  the  neck  of  the  flask  below  the 
uutlet  tube. 

'  Bureau  of  Mines  BulUlin  19. 
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IB  as  follows:'  The  oil  is  distilled  under  atmospheric  pressurai 
at  increasing  temperatures  up  to  325°C.  (BITT.),  the  receivers 
being  changed  at  each  increment  of  25''C.  (45''F.)  The  tem- 
perature then  is  permitted  to  drop  to  125''C.  (257''F.),  to 
keep  the  oil  from  boiling  over  when  the  vacuum  is  used,  and 
the  distillation  again  is  continued  under  a  vacuum  of  10  to  20 
mm,  mercury  pressure,  until  the  temperature  within  the  flask 
reaches  325''C.  (Bl/^F.)-  The  fractions  boiling  to  150''C. 
(302^. J    under  atmoHpheric    pressure   comprise   the   unrefined 


L 


naphthas.  Those  boiling  between  ISCC.  (302''F.)  and  300°C. 
(572°F.)  under  atmospheric  pressure  constitute  the  unrefined 
lamp  oils.  Those  fractions  boiling  between  300''C.  (572''F.) 
under  atmospheric  pressure  and  325°C.  (Biy'F.)  under  a  vacuimi 
of  10  to  20  mm.  mercury  pressure,  are  termed  the  unrefined 
lubricants.  The  portion  remaining  in  the  flask  is  referred  to  as 
aaphaltum  residue. 

12.  EstimatioQ  of  Paraffin  Wax. — The  fraction  collected  for 
the  determination  of  paraffin  wax  in  the  above  diatillation  is 
examined  as  follows  by  Holde's  method. 

'Bureau  of  Mines  Tech.  Paper  74.  If  desired,  the  appnratus  of  Rittman 
and  Dean  may  be  employed  in  the  procedure  of  Allen  and  Jacobe. 
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Jest  Tubes-^ 


Coo/mg-'' 
Mixture 

Receiver-^ 
for  Wbrter 


ApparatiLS  and  Reagents. — ^Large  test  tube;  reservoir  for  salt 
and  ice  mixture;  solvent  consisting  of  equal  parts  by  volume  of 
absolute  ethyl  alcohol  and  anhydrous  ethyl  ether;  apparatus  of 
Fig.  8,  which  consists  of  a  funnel  so  arranged  in  a  bath  that  it 
may  be  surrounded  by  salt  and  ice  mixture  while  filtration  is 
going  on;  filter  papers;  thermometer  reading  to  —  20°C.  (  — 4®F.); 
Erlenmeyer  flask;  Liebig  condenser;  benzene;  and  analytical 
balance. 

.  Procedure. — ^Three  to  five  g.  of  the  sample  are  weighed  into  the 
test  tube  and  dissolved  in  the  absolute  alcohol  ether  mixture  suflS- 
cient  of  the  latter  being  added  to  give  a 
clear  solution.  The  solution  then  is  cooled 
in  salt  and  ice  mixture  to  a  temperatiu*e 
of  -  20*^0.  (-4^F.),  and  sufficient  of  the 
absolute  alcohol-ether  mixture  (cooled 
also  to  —  20®C.)  is  added  to  bring  all  oily 
drops  into  solution,  leaving  only  flakes 
of  paraffin  visible.  After  cooling  for  30 
minutes,  the  precipitated  paraffin  is 
filtered  with  slight  suction  on  the  funnel 
surrounded  by  a  freezing-mixture  of  salt 
and  ice.  The  precipitate  is  washed  well 
with  cooled  absolute  alcohol-ether  so- 
lution^ and  then  dissolved  in  hot 
benzene,  which  is  run  into  a  small 
Erlenmeyer  flask.  The  solvent  (ben- 
zene) is  distilled  off  through  a  condenser, 

and  the  flask  and  its  contents  are  heated  to  100°C.  (212®F.) 
for  30  minutes  in  an  oven.  The  flask  and  the  wax  which  it 
contains  are  cooled  in  a  desiccator,  and  then  are  weighed.  The 
percentage  by  weight  of  wax  in  the  residue  above  300°C. 
(572**F.)  is  calculated,  and  then  the  percentage  by  weight  of 
paraffin  wax  in  the  original  crude  petroleum  is  found. 

13.  Estimation  of  Asphaltene.^ — The  sample  set  aside  (during 
the  crude  distillation)  for  the  purpose  of  estimating  asphaltene, 
is  examined  as  follows. 

Apparatus    and    Reagents. — 500-c.c.    glass-stoppered    bottle; 

'  The  precipitate  on  the  filter  is  washed  until  free  (rom  oil  and  should  be 
stirred  occasionally  during  the  washing  operation. 

'  See  also  under  Asphalt,  page  142.  The  method  described  there  is  to  be 
preferred  because  of  its  accuracy. 


1 L  ^Wcrter 
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close-texture  quantitative  filter  papers;  Erlenmeyer  flask;  Liebig 
condenser;  funnel;  analytical  balance;  benzene,  and  spirit  pre- 
pared from  natural  gas  gasoline. 

Procedure. — Five  to  ten  g.  of  the  sample  are  weighed  into  the 
500-c.c.  bottle  and  shaken  with  40  volumes  of  spirit  prepared 
from  natural  gas  gasoUne  and  having  a  boiUng-point  between 
40°C.  (104°P.)  and  95°C.  (203°F.).  The  mixture  is  permitted 
to  stand  in  a  cool,  dark  place  for  twenty-four  hours,  when  it  is 
decanted  through  a  double  layer  of  filter  paper  and  washed  well 
with  the  spirit. 

The  asphaltene  on  the  filter  is  dissolved  in  hot  benzene,  the 
resulting  solution  being  run  into  a  small  Erlenmeyer  flask; 
most  of  the  solvent  is  distilled  off  through  a  condenser,  and  the 
flask  and  its  contents  are  heated  in  an  oven  at  lOO^C.  for  30 
minutes.  After  the  flask  and  the  residue  have  been  cooled 
in  a  desiccator,  they  are  weighed.  The  percentage  of  asphaltene 
in  the  residue  above  300°C.  (572°F.)  is  calculated,  and  from  this 
result  the  percentage  of  asphaltene  in  the  original  crude  is 
ascertained. 

14.  Other  Tests  Concerning  Crude  Petroleum. — The  formolite 
number  of  crude  oils  and  their  fractions  sometimes  is  dcftermined, 
and  is  specific  for  straight-chain  olefines  which  give  a  brown 
syrupy  liquid  and  for  closed-chain  olefines  and  for  the  aromatics 
which  yield  solid  polymerization  products  ("formolite")-  By 
the  method  of  Marcusson^,  27  g.  of  the  oil  are  dissolved  in  50  c.c. 
of  petroleum  spirit  (previously  treated  with  sulphuric  acid  and 
formalin),  30  c.c.  of  concentrated  sulphuric  acid  are  added,  and 
the  mixture  is  cooled  in  ice  water.  Fifteen  c.c.  of  formalin  then 
are  added  and  the  mixture  is  shaken  with  cooling  until  heat 
ceases  to  be  evolved,  after  which  it  is  added  to  200  c.c.  of  ice 
water.  The  whole  next  is  neutralized  with  ammonia  in  excess; 
and  finally  the  precipitate  is  collected  on  a  Biichner  funnel, 
washed  first  with  naphtha,  then  with  water,  dried  at  105°C. 
(221°F.),  cooled  and  weighed.  The  formolite  number  is  the 
number  of  grams  of  dried  precipitate  from  100  c.c.  of  the  oil. 
Clifford  Richardson^  has  developed  a  modified  method  for  the 
formolite  reaction,  whereby  the  quantity  of  unattacked  oil  is 
determined. 

The  iodine  number  and  the  loss  to  sulphuric  add  are  two  deter- 

1  Chem.'Zig.,  36  (1911),  729  and  742.     See  also  Herr,  ibid,,  34,  893. 
« J.  Ind.  Eng,  Chem.y  8  (1916),  319. 
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minations  having  to  do  mainly  with  the  unsaturated  hydrocar- 
bons in  the  fraction  under  examination.  The  determination  of 
the  loss  to  sulphuric  acid  is  discussed  on  page  57.  For  the 
determination  of  the  iodine  number,  the  method  of  Wijs'  is 
reliable,  although  other  methods  may  be  used  with  good  results.* 
The  iodine  number  does  not  represent  the  actual  percentage  of 
unsatiu-ated  compounds  present:  a  high  iodine  number  indicates 
either  the  presence  of  a  considerable  amount  of  compounds  hav- 
ing one  double-bond  or  a  smaller  proportion  of  more  highly 
unsaturated  compounds. 

The  determination  of  the  composition  of  petroleum  from  various 
sources  generally  resolves  itself  into  a  process  of  fractional 
distillation.  Considerable  knowledge  has  been  gained  with 
respect  to  the  lower  fractions  of  petroleum,  naphthene  hydro- 
carbons (cyclo-pentane,  cyclo-hexane  and  their  derivatives), 
paraffins,  aromatics  and  olefines  having  been  isolated;  while  the 
presence  of  cyclo-olefines  and  acetylenes  has  been  indicated.'  As 
to  the  pressed  lubricating  fractions,  it  is  thought  that  they  are  com- 
posed of  naphthenes,  polynaphthenes,  and  polymerized  olefines.* 

Olefines  are  polymerized  to  heavy  liquids  by  the  formolite 
reagent.^    According  to  Engler,'  the  olefines  may  be  removed  by 

*  Ber.,  31  (1898),  750.  The  Wijs  iodine  solution  is  suitable  for  the  deter- 
mination of  the  iodine  absorption  of  all  hydrocarbon  oils  and  the  test  is 
carried  out  exactly  as  for  fatty  oils,  but  it  is  often  necessary  to  use  a  meas- 
ured excess  of  solution  and  to  make  a  blank  test  side  by  side  with  a  known 
specimen,  to  eliminate  the  time  factor,  since  in  many  cases  definite  absorption 
values  are  not  obtainable,  but  th^  figure  is  largely  proportional  to  the  time 
of  action.  For  particulars  regarding  the  Wijs  method,  see  Lewkowitsch'b 
"Chemical  Technology  and  Analysis  of  Oils,  Fats  and  Waxes,"  5th  ed.,  1, 
392-416;  Fryer  and  Weston's  "Technical  Handbook  of  Oils,  Fats  and 
Waxes,"  2,  92-6;  Holde-Mueller's  "Examination  of  Hydrocarbon  Oils," 
1915,  352;  Allen's  "Commercial  Organic  Analysis,"  4th  ed.,  2,  31;  and 
Lunge-Kbane's  "Technical  Methods  of  Chemical  Analysis,"  3,  i,  116-19. 
See  also,  in  this  connection,  Radcliffe  and  Polychronis,  J,  Soc.  Chem, 
Ind.,  85  (1916),  340;  and  J.  Ind.  Eng.  Chem.,  11  (1919),  1164. 

'See  Sherman's  "Methods  of  Organic  Analysis,"  1906,  130  et  seq.;  and 
Dean,  Bureau  of  Mines  Tech.  Paper  181.  See  also  Bohrisch  and  KtJRSCH- 
ner,  Apoth.'Ztg.,  38  (1918),  247,  251,  257,  262,  266,  and  272. 

'  On  the  determination  of  hydrocarbon  groupH,  see  Bacon  and  Hamor, 
lib.  cU.y  2,  521. 

*  Dunstan  and  Thole,  J.  Inst.  Pet.  Tech.y  1918,  191;  and  Brooks  and 
Humphrey,  /.  Am.  Chem.  Soc,  40  (1918),  822. 

•  Gubwitsch's  "  Wissenschaf  tliche  Grundlagen  der  P>d6lbearbcitung,"  47. 

•  Proc.  Int.  Pet.  Congress,  1912. 
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shaking  with  a  concentrated  mercuric  acetate  solution.  Liquid 
sulphur  dioxide,  employed  in  accordance  with  the  method  of 
Edeleanu,  is  an  approximately  selective  solvent  for  olefines, 
aromatics,  sulphur  compounds  and  other  impurities,  leaving 
naphthenes  and  paraffins.^ 

The  aromatic  hydrocarbons  may  be  removed  from  the  gasoline 
fraction,  and  the  dinitrobenzene  and  dinitrotoluene  recovered 
by  the  following  method :  The  fraction  is  treated  with  a  mixture 
of  one  part  of  fuming  nitric  acid  and  three  parts  of  concentrated 
sulphuric  acid  at  a  temperature  below  60°C.  (140**F.).*  The 
reaction  mixture  is  poured  on  ice,  and  the  precipitated  nitro- 
compounds are  recrystallized  from  ethyl  alcohol.  Aromatic 
hydrocarbons,  according  to  Engler,  also  may  be  removed  by 
treating  the  distillate  with  triphenyl-me thane  or  picric  acid. 
Fuming  sulphuric  acid  acts  upon  the  aromatic  hydrocarbons,  and 
slowly  upon  the  paraflSns  at  room  temperature. 

The  paraffins  and  naphthenes  are,  in  fact,  but  slowly  acted  on 
by  all  reagents,  at  ordinary  temperatures,  with  the  exception  of 
chlorine  and  bromine.  Having  removed  the  hydrocarbons  of 
other  series,  the  paraffins  and  naphthenes,  as  well  as  the  individ- 
ual members  of  both  series,  are  separated  by  fractional  distilla- 
tion and  the  fractions  are  identified  by  boiling-point,  specific 
gravity,  and  index  of  refraction  determinations.  For  examples 
of  researches  along  this  line,  see  the  reports  of  Mabery,'  Markov- 
nikov,*  and  Gurwitsch.^  The  theory  of  distillation  in  detail 
may  be  found  in  Young's  *' Fractional  Distillation,"  and  in  the 
reports  of  the  later  researches  of  Rosanofl.'  For  an  example  of 
the  fractional  distillation  of  cracked  gasoline  by  I.  W.  Humphrey, 
see  the  Appendix ,  page  334. 

n.  THE  COMMERCIAL  EVALUATION  OF  CRUDE  PETROLEUM 

The  commercial  evaluation  of  crude  petroleum  involves 
primarily  the  determination  of  the  quantity  and  quality  of 
merchantable  products  obtainable  from  it.     Knowing  this,  the 

1  See  Bacon  and  Hamor,  lib.  cU.f  2,  594;  and  Tausz  and  Srt^BSB,  Z. 
angew,  Chem.f  S2  (1919),  I,  175.     See  also  pages  57  and  62. 

*  Ann.,  301,  157. 

» Am.  Chem.  /.,  38  (1905),  251. 

*  Ann.,  301,  157. 

*  Lib.  cit.j  1913,  parts  i  and  ii. 

f  /.  Frank.  Inst,  172  (1911),  627-44. 
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cost  of  a  barrel  of  crude  oil  delivered  to  the  refinery  is  compared 
with  the  sum  of  the  prices  which  may  be  obtained  for — that  is, 
the  market  value  of — the  products  secured  from  this  same 
barrel  of  oU,  less  the  cost  of  their  production.' 


Fio.  9.— Oil  Btilla  for  laboratory  work,  showing  the  pftttarna  of  V^-gal.  flatt) 
and  laree  (right)  aiiBB.  It  ia  desirable  that  laboratory  stills  of  these  types  be 
made  with  steel  or  iron  bottoms,  particularly  whea  used  for  distilUtioils  in  tolo 

1.  Prelimmary  Examination. — In  order  to  simplify  the  pro- 
cedure involved  in  the  final  examination,  a  preliminary  examina- 
tion of  the  crude  petroleum  is  made  by  the  aid  of  certain  of  the 
methods  previously  described  in  this  Chapter.  Final  reports 
should  be  presented  in  neat  tabular  form,  with  the  distillation 
curve  attached  to  the  data  sheet. 

The  data  secured  by  the  preliminary  examination  may  ad- 
vantageouslj'  include  the  following: 

(a)  Source  of  sample.     If  an  oil-well,  state  the  depth  of  sand. 

(fc)  Specific  gravity  of  the  crude  petroleum,   together  with 

Baum£  scale  equivalent,  at  60°F. 

(c)  Color,  "bloom"  and  odor, 

(d)  Viscosity. 

(e)  Percentage  of  water  and  B.S. 
y)  Percentage  of  sulphur. 

{(f)  Distillation  analysis:  (1)  Over-point.  (2)  Percentage  by 
volume,  index  of  refraction,  and  Baum^  gravity  of  the  initial 
fractions  as  followa  (uncorrected  temperatures) :  over-point  to 
lOO'C.  (212^.),  lOCC.  to  1S0°C.  (302°  F.),  150''C.  to  200''C. 
(392"?.),  200''C.  to  250''C.  (482°F.),  and  250''C.  to  SOO'C. 
(572''P.)-  (3)  Percentage  by  volume,  loss  to  sulphuric  acid 
(see  page  57),  index  of  refraction,  and  Baum(5  gravity  of  the 
blended  fractions  as  follows  (uncorrected  temperatures) :  over- 

>See  Bacok  and  Hahob,  lib.  cU.,  2,  4B7-501. 
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point  to  150^C.  (302^F.)  and  1S0**C.  to  300°C.  (572°F.).  (4) 
Distillation  curve,  plotting  temperatures  (corrected;  see  page 
52)  against  corresponding  percentages,  from  the  over-point  to 
the  300^C.  (572^F.)  point. 

(A)  Percentage  by  weight  of  the.  residue  boiling  at  300®C. 
(572°F.)  and  above. 

(i)  Percentage  by  weight  of  asphaltene. 

(J)  Percentage  by  weight  of  paraffin  wax  in  the  residue  above 
300**C.  (572**F.)  and  equivalent  percentage  in  the  original  crude 
oil. 

(t)  Percentage  of  coke. 

(i)    Percentage  of  nitrogen. 

2.  Final  Examination. — In  order  to  separate  and  refine  the 
commercial  products  existing  in  the  crude,  it  is  considered  good 
practice  to  treat  samples  of  one  barrel  in  amount,  although,  of 


U-PipeofTrap 

^^•^  -4:  / 


t'^Pipe 


Fio.   11. — Water- traps  to  be  attached  to  the  outlet  of  the  condenser  during 

steam  distillation. 


course,  smaller  samples  may  be  used  where  the  larger  scale  ap- 
paratus or  sufficient  oil  is  not  available.  For  the  treatment  of 
crude  oil  in  one  barrel  lots,  apparatus  similar  to  that  shown  in 
Figs.  10  to  15,  inclusive,  may  be  used. 

A  method  which  often  is  employed  is  first  to  distil  the  oil  and 
separate  into  2  per  cent,  fractions,  which  then  are  blended  suc- 
cessively to  give  the  various  products.  With  the  data  from  the 
preliminary  examination  at  hand,  and  especially  when  treat- 
ing samples  as  large  as  one  barrel  in  size,  the  procedure  of  cut- 
ting the  stream  from  the  condenser  into  2  per  cent,  fractions  may 
be   dispensed   with.     There   follow    several  methods  of  treat- 
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ment    based   upon   the   data  secured   in  the  preliminary  ex- 
amination.^ 

(A)  Straight  Paraffin-Base  Crude  Oil:  Method  1. — Dis- 
tillation by  means  of  direct  bottom-steam'  and  heat  applied  to 
the  bottom  of  the  still.  When  the  gravity  of  the  stream  from 
the  condenser  reaches  54?B6.  (temperature  in  still  about  475°F.), 
the  receiver  is  changed.  The  distillate  secured  is  termed  crude 
naphtha  and  is  fractionated  into  gasoline  of  the  proper  end-point 
and  (optionally)  naphtha  distillate  of  boiling-point  150®C.  to 
240°C.  (464°F.).  The  bottoms  remaining  in  the  still  after  the 
separation  of  the  naphtha  distillate  are  mixed  with  the  natural 
lamp  oil  distillate.  Finally,  the  gasoline  and  naphtha  distillate 
fractions  are  refined  with  sulphuric  acid  by  the  methods  described 
on  page  34.  The  finished  products  are  measured  and  tested  by 
the  methods  given  in  the  following  chapter,  to  define  their 
quaUty. 

When  the  gravity  of  the  stream  from  the  condenser  arrives  at 
41°B6.,  the  receiver  is  changed  again.  The  product  is  termed 
natural  lamp  oil  distillate  (burning  oil  distillate  or  kerosene  dis- 
tillate) and  is  refined  with  sulphuric  acid  by  the  methods  de- 

^  Consult  Bacon  and  Hamor,  lib.  city  2,  Chaps.  12  and  13.  See  also 
page  13. 

'  The  amount  of  steam  to  be  used  in  distillations  is  a  variable  factor. 
Different  amounts  are  necessary  for  different  crude  petroleums  under  ex- 
amination, depending  upon  their  physical  properties  and  the  qualities  of 
the  products  desired. 

In  running  a  cmde  oil,  using  fire  and  steam,  it  is  customary  not  to  use 
any  steam  in  the  still  until  the  temperature  has  reached  approximately 
300°F.  At  this  point,  only  a  very  small  amount  of  steam  is  admitted  and 
the  water  condensed  will  probably  amount  to  only  1  per  cent,  of  the  total 
condensate^  The  amount  of  water  condensed  when  the  end  of  the  gasoline 
fraction  is  reached  will  be  approximately  5  per  cent,  or  an  average  of  about 
3  per  cent. 

At  the  conclusion  of  the  kerosene  cut,  about  10  per  cent,  of  steam  should 
be  used,  increasing  to  20  per  cent,  at  the  end  of  the  wax  distillate  cut.  In 
running  the  wax  distillate  too  large  a  volume  of  steam  should  not  be  used, 
since  this  would  result  in  the  distillate  containing  a  large  amount  of  amor- 
phous wax  which  would  interfere  with  good  pressing  and  sweating.  In 
running  the  bottoms  of  the  still  to  cylinder  stock  it  is  necessary  to  use  a 
large  amount  of  steam.  In  the  case  of  cylinder  stock,  which  is  usually  run 
to  a  certain  flash-point,  500**F.,  for  example,  the  temperature  of  the  still  is 
held  at  about  30°F.  above  that  of  the  resulting  flash-point,  which,  in  this 
case,  would  be  530®F.  By  running  in  this  manner,  a  large  amount  of  the 
condensate  will  be  water,  especially  at  the  end  of  the  run,  where  it  may  be 
as  high  as  95  per  cent.,  only  about  5  per  cent,  of  the  condensate  being  oil. 
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scribed  on  page  34.  If  the  flash-point  is  too  low,  the  product 
may  be  steamed  to  the  proper  test.  The  finished  product  is 
measured  and  tested  by  the  quality-defining  methods  given  in 
the  chapter  on  illuminating  oils  (see  page  68). 

When  the  stream  from  the  condenser  reaches  38°B4.,  the  re- 
ceiver is  changed  another  time.  The  distillate  is  termed  mineral 
seal  stock,  which  is  rerun  to  make  mineral  seal  distillate  and  this 
latter  is  refined  with  sulphuric 
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acid.  The  finished  product  is 
measured  and  tested  by  such 
methods  as  will  define  its 
quality  (see  page  34). 

When  the  stream  comes  to 
a  gravity  of  36.5®B6.,  the  re- 
ceiver is  changed  once  more 
and  the  distillate  is  termed  (^os 
and  fuel  ail  stock. 

When  the  stream  attains 
SS'^B^.,  the  distillation  is 
stopped.*  The  fraction  is  de- 
signated lubricating  distillate 
and  the  residue  cylinder  stock. 

The  cylinder  stock  is  filtered 
through  Florida  earth  and  the 
product,  cylinder  oil,  ib  tested 
for  viscosity,  flash-point  and 
color,  and  the  asphaltene  con- 
tent is  determined. 

The  lubricating  distillate  is 
cold-pressed  once,  or  perhaps 
twice,  at  a  temperature  of 
5°  to  20**F.,  to  remove  the  slack  wax,^    The  filtrate  is  termed 

'  In  the  ultimate  refinery  operations  the  distillation  will  be  continued 
until  the  "bottoms"  have  reached  a  desired  flash-point — 500®  to  600°F. 

'  If  the  lubricating  distillate  is  cooled  slowly  before  the  pressing,  larger 
crystals  of  paraffin  will  form  and  the  pressing  operation  may  be  carried  out 
with  greater  ease  and  effectiveness.  The  oil  is  cooled  by  first  using  ice  and 
later  a  salt  and  ice  mixture.  While  the  pressing  is  being  done,  the  press  is 
placed  in  a  box  on  the  bottom  of  which  is  some  ice,  to  prevent  too  rapid  rise 
in  temperature  during  the  pressing  operation.  A  letter-press,  tincture  press 
or  small  industrial  filter-press  having  a  capacity  about  equal  to  the  amount 
of  wax  in  the  distillate,  may  be  used.  The  lubricating  distillate  may  be 
"cracked"  by  distilling  rapidly  with  dry  heat,  in  order  to  secure  an  oil 
that  wiU  "press"  well. 
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Fig.  12. — Fractionating  segment.  Seg- 
ments of  this  design  may  be  fabricated 
into  almost  any  form  of  fractionating 
column. 
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pressed  lubricating  dislUlaie  sod  is  treated  by  first  re- 
distilling with  steam  and  separating  into  10  per  cent,  frac- 
tions until  70  to  80  per  cent,  of  the  oil  has  been  distilled, 
when  the  operation  is  discontinued.  The  flash-point,  viscosity 
and  color  of  the  fractions  (including  the  residue)  are  deter- 


■— Wfttar-jackotod  agitator. 
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mined.  Accepting  the  viscosity  of  the  residue  as  the  standard 
for  high  viscosity  lubricating  distillate  from  the  particular  crude 
oil,  the  distillates  then  are  blended  to  give  low  viscosity  lubricating 
distillate,  medium  viscosity  lubricating  distillate,  and  possibly  gaa 
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and  fuel  oil  Block  from  the  lowest  fractions,  depending  upon  their 
color,  flash-point  and  viscosity.  Finally,  the  blended  lubricating 
distillates  are  divided  each  into  two  portions,  one  of  which  is 
refined  by  means  of  Florida  earth  only,  and  the  other  by  means 
of  sulphuric  acid  followed  by  Florida  earth.  The  finished 
products  are  tested  by  such  methods  as  will  define  their  qualify. 
The  slack  wax  secured  by  cold-pressing  the  lubriaUing  distil- 
late, is  sweated  fractionally  in  an  oven,  increasing  the  temperature 
at  the  rate  of  2''F.  per  hour,  until  the  melting-point  of  the  residue 
reaches  126°  to  128°F.     This  sweating  process  is  carried  out  in 
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Side  view 
Fiu.  14.— Filter  tuboB  sod  avon.     Tbo  o> 


pans  such  as  those  shown  in  Fig.  15.  Hot  water  is  introduced 
into  the  pans  i^ntil  the  surface  is  just  above  the  screen.  The 
melted  wax  then  is  poured  in  and  the  whole  is  allowed  to  cool 
slowly  until  the  wax  has  solidified,  when  the  water  is  withdrawn. 
The  sweating  then  is  begun. 

As  the  sweating  proceeds,  the  stream  is  cut  into  5  per  cent, 
fractions  and  the  melting-points  are  determined.  The  lower 
fractions  are  termed  s^aeai  oil  {"foots  oil"),  while  the  higher  ones 
are  blended  fo  produce  a  wax  of  118°  to  120°F.  melting-point.' 
The  crude  waxes  finally  arc  filtered  through  Florida  earth  to  give 

'Coaceming  the  sweating  of  wax,  eee  the  Appendix,  pnge  493.  On  the 
color  of  paraffin  wax,  sec  page  175. 
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the  finished  products,  which  are  examined  for  color.*  Bauxite 
(1  lb.  of  ignited  mineral  per  1  gal.  of  melted  water-free  wax) 
is  said  to  be  an  efficient  decolorizing  medium  for  wax  as  well 
as  for  lubricants. 

Method  2. — This  is  essentially  the  same  as  that  described  under 
mixed-b(is€  crude,  method  1,  infra, 

(B)  Mixed-Base  Crude  Oil:  It  should  be  borne  in  mind  that, 
as  the  nature  of  crude  petroleum  varies  from  the  straight  paraf- 
fin-base type  through  the  mixed-base  to  the  asphaltic,  the  frac- 
tions become  heavier  for  the  same  range  of  boiling-point. 

Method  1.  Dry  Distillation. — The  cuts  are  made  on  a  tempera- 
ture basis,  instead  of  on  that  of  Baum^  gravity,  as  follows:  The 
first  cut  is  made  when  the  temperature  of  tie  oil  in  the  still 
reaches  475°F.   (246®C.).     This  fraction   represents   the   cmde 
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naphtha,  and  it  is  fractionated  into  gasoline  and  naphtha  distil- 
late. Any  residue  from  the  last-mentioned  distillation  is  mixed 
with  the  natural  lamp  oil  distillate.  The  gasoline  and  naphtha 
distillate  are  refined  with  sulphuric  acid  in  the  usual  way,  meas- 
ured, and  tested  for  quality. 

The  next  cut  is  made  when  the  temperature  ii^  the  still  reaches 
625''F.  (329''C.).  The  distillate  secured  is  termed  the  natural 
lamp  oil  distillate,  and  is  refined  with  sulphuric  acid  in  the  cus- 
tomary manner,  measured,  and  then  examined  for  quality. 

The  distillation  now  is  continued  slowly  ("cracking")  until 
the  temperature  in  the  still  reaches  700^.  (37 VC),  when  the 
operation  is  discontinued.  The  fraction  collected  is  termed 
cracked  distillate,  and  is  fractionated  into  crude  naphtha,  standard 

>  In  some  cases  it  will  be  necessary  to  resweat  the  scale  to  attain  the  best 
color  results,  or  to  treat  the  sweated  paraffin  with  sulphuric  acid  before  the 
final  decolorising  filtration  through  charcoal,  fullers'  earth  or  bauxite. 
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.  white  distillate,  and  gas  andfud  oil  stock.  The  first  t^o  products 
are  refined  ^ith  sulphuric  acid  in  the  usual  way,  redistilled  with 
steam,  treated  again  with  sulphuric  acid  or  with  sodium  plumbite, 
measured,  and  tested  for  quality.  The  gas  and  fuel  oil  stock 
merely  is  measured. 

The  residue  in  the  still  (tar)  is  distilled  rapidly  to  dryness  in 
a  smaller  still.  The  fractions  are  known  as  cracked  distillate 
and  paraffin  distillate.  The  last  heavy  runnings  from  the  still 
are  termed  wax  tailings  and  merely  are  weighed.  The  coke 
remaining  in  the  still  is  removed  and  weighed.^ 

The  paraffin  distillatey  secured  as  directed  in  the  last  para- 
graph, is  cold-pressed  at  a  temperature  of  15°F.,  redistilled  with 
steam,  and  cut  into  fractions  and  further  treated  as  described 
under  paraffin-base  crude,  methcd  1  (page  28). 

Method  2.  Direct  bottom-steam  utilized  during  the  distilla- 
tion,— The  general  procedure  is  practically  the  same  as  that  of 
method  1,  paraffin-base  oil,  with  the  following  exceptions:  The 
cuts  are  made  by  temperature  instead  of  by  Baum^  gravity; 
the  crude  naphtha  fraction  is  cut  when  the  temperature  in  the 
still  is  330®F.  (166°C.);  natural  lamp  oil  distillate  is  cut  when  the 
temperature  in  the  still  reaches  500°F.  (260°C.) ;  and  lubricating 
distillate  is  cut  when  the  temperature  in.  the  still^  comes  to  620°F. 
(327°C.).  The  residue  remaining  in  the  still  is  imsatisfactory 
per  se  as  a  cylinder  oil  stock,  and  is  refined  further  or  is  either 
utilized  as  a  road-binder  or  treated  by  air-blowing  to  produce 
a  harder  product. 

Method  3.  Skimming  Process, — The  procedure  is  essentially 
the  same  as  method  1,  mixed-base  crude  oU,  except  that  distil- 
lation is  discontinued  when  a  temperature  of  700®F.  (371°C.) 
is  attained  in  the  still.  The  distillates  are  treated  as  described, 
but  the  residue  in  the  still  is  considered  as  belonging  with  the 
fuel  oil,  and  merely  is  measured  with  the  gas  and  fuel  oil  stock  se- 
cured from  the  cracked  distillate, 

^  On  petroleum  coke,  see  Bacon  and  Hamor,  lib,  cit.j  2,  859.  The  exami- 
nation of  petroleum  coke  should  include  the  determination  of  specific  gravity, 
porosity  (Lanobein,  Chem.-Ztg.,  1906,  1115),  calorific  value,  and  proxi- 
mate composition  (as  for  coal:  J,  Ind.  Eng.  Chem.,  9  (1917),  100).  The 
determination  of  iron  content  also  is  of  importance.  The  loss  on  extrac- 
tion with  carbon  disulphide  sometimes  is  found. 

*  In  the  ultimate  refinery  operations  the  distillation  will  be  continued 
until  a  certain  gravity  of  the  ''bottoms"  has  been  reached.  This  will  be 
gauged  by  the  Baum6  gravity  of  the  stream  or  of  the  "bottoms.'' 
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(C)  Asphalt-Base  Crude  Oil^:  Asphaltic  crudes  may  be 
treated  by  (1)  Method  3,  mixed-base  crude  ail,  or  by  (2)  Method 
2,  mixed-base  crude  oil. 

(Z>)  Pressuhe  Distillation:  Preliminary  distillations  are 
made  on  the  crude  oil  at  atmospheric  pressure,  for  the  purpose 
of  securing  sufficient  residue  boiling  above  300®C.  (572®F..)  to 
make  up  the  volume  necessary  for  the  pressure  distillation.^ 

Procedure. — Seven  liters  of  the  residue  above  300°C.  are  weighed 
into  the  still  (see  Kg.  16),  the  cover  and  gasket  (copper  or 
asbestos)  are  bolted  on,  the  valve  at  the  outlet  of  the  condenser 
is  closed,  and  the  burner  is  lighted  under  the  still.     When  the 
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Fio.  16. — "Cracking"  still  for  exporimental  use. 

pressure  on  the  gage  reaches  that  at  which  it  is  desired  to  con- 
duct the  distillation,  the  valve  is  opened  slightly  and  the  flame 
is  so  regulated  that  the  entire  distillation  is  carried  out  at  the 
desired  pressure.  The  distillation  is  continued'  until  %  of  the 
charge  has  been  collected  as  distillate.  After  cooling,  the  cover 
is  removed  and  the  body  of  the  still  is  weighed.  In  order  to 
secure  complete  data,  a  series  of  distillations  should  be  carried 
out  on  the  residue  from  the  crude,  at  50,  75,  100,  125  and  150 
pounds  to  the  square  inch  above  atmospheric  pressure. 

^  The  yield  of  asphalt  from  asphaltic  petroleum  may  be  determined  by 
the  use  of  the  Brown  evaporator.  The  controlling  factor  is  oil  heated  to  a 
temperature  of  SGS^F.,  which  temperature  can  be  maintained  more  effec- 
tively than  by  means  of  an  air-heated  asphalt  oven.    C/.  page  136. 

*  In  some  cases  it  may  be  desirable  to  conduct  the  pressure  distillation 
test  on  the  gas  oil  fraction  instead  of  on  the  residue  above  300^C. 

^  At  the  rate  of  from  15  to  18  per  cent,  per  hour. 
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The  distillate  secured  during  pressure  distillation  is  redistilled 
at  atmospheric  pressure  until  the  temperature  of  the  vapor  has 
reached  225°C.  (437"*?.).  The  distillate  consists  of  the  gasoline 
produced  by  cracking  and  may  have  a  high  refining  loss,  disagree- 
able odor  and  a  yellow  color,  the  two  latter  characteristics  being 
wholly  or  partially  eliminated  during  the  refining.  The  resi- 
due will  consist  of  gas  and  fuel  oil  stock,  and,  in  the  case  of  the 
pressure  distillation,  the  residue  may  contain  considerable  coke. 

The  crude  gasoline  secured  by  pressure  distillation  is  refined 
with  3  to  5  pounds  of  concentrated  sulphuric  acid  per  barrel  of 
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Fio.  17. — Flow-sheet  of  one-barrel  treatment  of  representative  Mid-Continent 
crude  petroleum.     {Courtesy  of  P.  M.  Miskell  and  J.  W.  Coast.) 


product,  by  the  method  described  under  mixed-base  crude  oil, 
method  1,  page  31,  followed  by  redistillation  and  then  treatment 
with  sodium  plumbite.  The  refined  product  is  measured  and  ex- 
amined for  quality. 

The  percentage  of  coke  formed  during  the  pressure  distillation 
is  determined  by  diluting  the  residue  with  gasoline,  filtering, 
washing  the  residue  with  carbon  disulphide,  drying  in  an  oven, 
and  finally  weighing. 

Reports  of  results  should  include  a  curve  showing  the  variation 
of  cracked  gasoline  yield  with  variation  of  pressure. 

3.  Notes  and  Practical  Suggestions. — Quality  of  Products 
Obtainable  from  Various  Crudt  Oils, — From  the  straight  paraffin- 
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base  crude  petroleums  high-grade  illuminating  oils,  low  and 
medium  viscosity  lubricating  oils,  and  steam  cylinder  oils  are 
obtained.  The  mixed-base  crude  oils  vary  in  the  grades  of 
products  which  are  obtainable,  but  products  of  high  quaUty  are 
secured  therefrom.  The  Texas  and  Louisiana  coastal  crude 
petroleums  furnish  high-grade  lubricating  oils  of  low  cold  test 
and  high  viscosity.  Much  asphalt,  road  oil  and  fuel  oil  also 
are  produced  from  the  crude  oils  of  Texas  and  California. 

Treatment  of  Crude  Products. — The  sulphuric  acid  used  in  the 
refining  of  the  crude  products  obtained  by  the  foregoing  methods 
should  possess  a  specific  gravity  of  1.84  (66°B6.);  it  should  be 
free  from  nitrogen  oxides  and  selenium.  The  quantity  of  acid, 
method  of  treatment  and  time  factors  involved  will  necessarily 
vary  with  different  crude  oils  as  well  as  with  the  methods  of 
distillation.  Cracked  distillates  may  be  satisfactorily  refined  by 
a  treatment  with  sulphuric  acid,  followed  by  distillation  with 
steam  and  a  final  treatment  with  sulphuric  acid.  Even  with  this 
treatment  it  is  difficult,  however,  to  secure  a  product  which  is 
comparable  in  quality  with  the  refined  natural  distillate,  especially 
as  regards  color.  Lamp  oil  or  kerosene  fractions  which  contain 
aromatic  compounds  will  demand  special  treatment,  such  as  the 
use  of  fuming  sulphuric  acid  or  of  liquid  sulphur  dioxide,^  in 
order  to  remove  the  "smoky  constituents."  It  is  also  possible 
that  fractions  obtained  from  crude  petroleums  containing 
oxygen  compounds  may  be  treated  advantageously  with  strong 
alkali  before  the  agitation  with  sulphuric  acid.  Depending  upon 
the  method  of  distillation  employed  and  the  nature  of  the  original 
crude,  finished  lubricating  oils  sometimes  may  be  secured  by 
simply  filtering  through  Florida  earth,  but  in  other  cases  the 
filtration  must  be  preceded  by  treatment  with  sulphuric  acid. 
Gctsolines  and  naphtha  distillates  may  be  refined  by  using  from 
2  to  5  pounds  of  sulphuric  acid  to  the  barrel  of  product  treated; 
natural  lamp  oil  distillates  by  the  use  of  from  3  to  10  pounds  of 
sulphuric  acid  to  the  barrel  of  oil  treated;  and  crude  lubricating 
oils  by  using  10  to  40  pounds  of  sulphuric  acid  to  the  barrel  of 
product  treated. 

*  A  method  which  is  not  used  in  the  American  petroleum  industry.  For 
a  description  of  this  process,  see  Bacon  and  Hamor,  lib.  dt.,  2,  593.  On  its 
use  in  the  laboratory,  see  Joseph,  Trans.  Utah  Acad.  Sd.j  1,  214.  On  the 
use  of  the  Edeleanu  method  of  separation  in  the  case  of  motor  gasoline, 
see  page  62. 
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Refining  with  sulphuric  add  includes  the  treatment  with  sul- 
phuric acid  and  the  subsequent  washing  with  water  and  alkali. 
The  crude  product  is  placed  in  an  agitator,  which  may  be  of  the 
design  shown  in  Fig.  13.  A  small  portion  of  the  total  amount 
of  acid  to  be  used  is  added  and  the  agitation  is  carried  out  by 
means  of  an  air-blast.  The  acid  then  is  permitted  to  settle  and 
the  sludge  is  drawn  ofif.  The  remainder  of  the  acid  is  added  and 
the  agitation  is  continued  for  the  proper  length  of  time. 
Settling  is  allowed  until  only  traces  of  suspended  matter 
are  apparent  in  a  sample  taken  from  the  upper  layer  in  the 
agitator.  The  acid  sludge  then  is  drawn  ofif  and  the  oil  is 
washed  by  spraying  with  large  quantities  of  water,  followed 
by  agitation  with  water.  Finally,  the  product  is  agitated 
with  from  1  to  2  per  cent,  of  sodium  hydroxide  solution  of 
a  gravity  of  6®  to  14®B6.  (4  to  9.5  per  cent.).  After  settling, 
the  sludge  is  withdrawn  and  the  oil  is  washed  with  water  by 
agitation. 

The  temperature  at  which  the  agitation  with  acid  is  carried  out 
should  not  be  so  high  that  excessive  oxidation  takes  place,  nor 
so  low  that  settling  of  the  acid  is  prevented.  The  temperature 
will  vary  (preferably)  between  40°  and  90°F.,  depending  upon 
the  character  of  the  distillate  treated.  In  the  refining  of  crude 
lubricating  oils  by  means  of  sulphuric  acid,  difficulties  may  be 
encountered  on  account  of  the  formation  of  troublesome  emul- 
sions after  the  alkali  treatment.  In  order  to  minimize  the  likeli- 
hood of  the  formation  of  emulsions,  the  alkali  solution  and  the 
body  of  the  oil  are  mixed  hot,  and  the  final  washing  is  accom- 
plished by  means  of  hot  water.  It  is  also  recommended  for 
lubricating  oils  that  a  stirring  apparatus  be  substituted  for  the 
air-blast.^'  Emulsions  often  may  be  broken  up  by  means  of 
heat  supplied  by  a  closed  steam  coil. 

The  time  factors  in  refining  will  necessarily  vary  according  to 
the  density  of  the  distillate  under  treatment,  the  method  of  dis- 
tillation and  the  nature  of  the  original  crude  oil.  In  the  refin- 
eries of  northwestern  Pennsylvania  time  factors  for  illuminating 
oils  have  been  given  as  follows : 

^  It  has  been  found  in  the  petroleum  laFx)ratory  of  the  Mellon  Institute 
of  Industrial  Research  that  agitation  with  successive  small  quantities  of 
hot  concentrated  alkali  tends  to  minimize  the  emulsification  of  treated 
lubricating  oils. 
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Agitation  with  first  portion  of  sulphuric  acid.  1^  hrs 

Deposition  of  acid ?i  hr. 

Agitation  with  remainder  of  acid lyi  hrs. 

Deposition  of  acid 2      hrs. 

Washing l}i  hrs. 

Agitation  with  alkali IK  hrs. 

Final  washing 1      hr. 

It  is  sometimes  customary  to  add  the  acid  in  three  portions 
instead  of  two.  This  would  seem  to  be  good  practice,  based  on 
correct  scientific  principles. 

Sun-Bleaching. — Illuminating  and  lubricating  oils  often  may 
be  improved  in  color  by  exposing  them  in  thin  layers  to  the  rays 
of  the  sun.  In  other  cases,  however,  the  exposure  has  the  op- 
posite effect,  the  color  becoming  darker  instead  of  lighter. 
It  is  sometimes  advantageous  to  ascertain  the  action  of  light 
upon  the  refined  products  of  a  crude  oil  under  study. 

The  Use  of  Florida  Earth  and  Animal  Charcoal. — Animal  char- 
coal is  not  employed  so  widely  as  formerly  for  the  bleaching  or 
decolorization  of  petroleum  products,  its  main  use  being  in  the 
treatment  of  semi-solid  residues  for  the  production  of  petrolatum. 
Fullers'  earth  and  bauxite  are  the  decolorizing  media  which  now 
are  favored  by  refineis. 

For  the  bleaching  of  mineral  oils  Florida  earth  generally  is  pre- 
ferred to  other  fullers'  earths  of  the  United  States.^  The  grades 
vary  between  15  to  30  mesh,  30  to  60  mesh,  and  60  to  80  mesh. 
The  grade  chosen  will  depend  upon  the  viscosity  of  the  oil  and 
the  temperature  at  which  the  filtration  is  to  be  carried  out.  It 
is  possible  to  select  a  grade  of  certain  mesh  and  to  filter  the 
lighter  products  cold,  the  heavier  ones  hot.  The  amount  of 
earth  necessary  to  produce  a  given  color  will,  of  course,  depend 
mainly  upon  the  original  color  of  the  product.  To  illustrate,  in 
large-scale  practice  1  ton  of  earth  serves  to  bleach  from  10  to 
30  barrels  of  oil.* 

For  experimental  purposes  in  investigating  the  quantity  of 
earth  necessary  to  produce  the  best  effect,  it  is  recommended 

^  However^  Calif omian  earths  now  are  being  used  after  receiving  a  special 
chemical  treatment.  The  treated  earth  (Death  Valley  "clay"  is  the  most 
efficient)  is  agitated  with  the  oil  at  a  temperature  of  300°F.,  and  the  product 
then  is  filtered.  The  decolorizing  power  of  treated  "clays*'  of  this  type 
declines  gradually  with  time  and  exposure. 

'  On  the  preparation  of  Florida  earth  prior  to  use  and  on  the  regeneration 
of  used  earth,  see  Bacon  and  Hamor,  lib.  citj  2,  614-20. 
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that  the  lighter  oils  be  filtered  through  5  to  20  per  cent,  by  weight 
and  the  darker  ones  through  30  pei  cent,  or  more  by  weight  of 
dehydrated  Florida  earth.  The  filtrate  is  separated  into  5  per 
cent,  fractions  as  it  comes  from  the  filter.  The  colors  of  the 
fractions  are  determined,  and  finally  the  fractions  are  blended 
successively  and  the  colors  are  ascertained  at  each  step. 

The  Use  of  Cupric  Oxide  and  Sodium  Plumbite. — As  a  means  of 
removing  sulphur  compounds,  cupric  oxide  in  excess  is  agitated 
with  the  oil  during  distillation^  (Frasch  process),  before  the  final 
refining  with  sulphuric  acid.  While  copper  oxide  removes  the 
sulphur  compounds  more  completely  from  the  crude  fractions, 
sodium  plumbite  treatment,  which  is  applied  after  the  final 
refining  with  sulphuric  acid,  is  favored  because  of  the  simplicity 
of  the  process.  The  oil  merely  is  agitated  with  the  plumbite 
solution,  after  which  it  is  customary  to  add  a  small  quantity  of 
ordinary  flowers  of  sulphur  to  bring  down  the  dispersed  material 
in  the  body  of  the  oil.*  In  the  latter  procedure  it  should  be 
noted  that  some  of  the  sulphur  may  go  into  solution. 

4.  Theory  of  Refining. — Crude  petroleum  is  a  complex  of 
liquid  hydrocarbons — mainly  a  solution  of  hydrocarbons  in  one 
another.  Sulphur,  oxygen  and  nitrogen  compounds  also  may 
be  present,  as  well  as  asphalt  and  sometimes  paraffin  in  dispersed 
condition.  The  darker  the  oil,  the  greater  the  number  of  dispersed 
asphaltic  particles. 

When  crude  oil  is  dry-distilled,  the  components  of  lowest  boil- 
ing-point come  over  into  the  condenser  first,  followed  by  the  ones 
of  higher  boiling-point  as  the  temperature  rises.  During  the 
distillation,  from  the  point  where  the  first  gases  appear,  to  the 
325°C.  (617°F.)  point,  the  products  which  are  obtained  are  in  the 

^  The  maximum  quantity  of  cupric  oxide  used  is  6  pounds  per  barrel  of 
distillate  treated. 

« ScHWABTZ  and  Nevitt  {Petroleum^  7  (1919),  23,  96,  98,  100  and 
102)  state  that  30°B^.  sodium  hydroxide  solution  dissolves  about  3  per  cent. 
of  lead  oxide  (litharge).  Theoretically,  0.6  gal.  of  this  saturated  solution 
is  required  for  0.01  per  cent,  of  sulphur  in  one  barrel  of  oil;  but,  in  prac- 
tice, three  times  the  theoretical  amount  should  be  agitated  with  the  oil, 
followed  by  the  addition  of  powdered  sulphur,  then  by  settling,  washing 
with  water  and  with  dilute  sulphuric  acid,  and  finally  by  neutralizing  with 
dilute  sodium  hydroxide  solution.  In  American  refinery  operations,  it 
is  customary  to  use  sufficient  "doctor"  solution  to  "kill"  the  ''sulphur,' 
i.e.,  until  the  oil  under  treatment  no  longer  responds  to  the  "doctor 
test."    See  page  59. 


*  ^ 
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main  natural,  that  is,  they  exist  in  the  original  crude  oil  as  such. 
Above  this  temperature,  however,  cracking  becomes  evident  by 
the  stream  from  the  condenser  becoming  darker  and  the  odor  of 
the  gases  evolved  becoming  more  disagreeable.  Cracking^  or 
pyrolysiSy  is  a  property  which  organic  compounds  have  of  decom- 
posing when  heated  at  higher  temperatures,  to  form  coke  and 
compounds  (gases  and  liquids)  of  lower  molecular  weight  and 
boiling-point.  In  the  case  of  crude  petroleum  this  cracking 
takes  place  mainly  at  the.  expense  of  the  lubricating  fraction. 

When  steam  is  injected  into  the  oil  at  the  bottom  of  the  still, 
the  residue  is  kept  well  agitated,  thus  preventing  local  super- 
heating, and,  what  is  more  important,  the  fractions  come  over 
at  a  lower  temperature  than  would  be  the  case  in  dry  distilla- 
tion.^ The  result  is  that  the  lubricating  fractions  are  of  better 
quality. 

Heavy  asphaltic  bodies  which  may  be  present  in  the  crude  oil, 
being  of  high  molecular  weight  and  consequently  high  boiling- 
point,  do  not  come  over  during  the  distillation,  but  remain  in 
the  residue.  Other  impurities,  such  as  oxygen  and  sulphur 
compounds,  also  tend  to  concentrate  in  the  residue,  but  may  also  . 
distil  over  or  break  down,  giving  off  water  and  hydrogen  sulphide. 
Molecular  sulphur  present  in  the  original  crude  will  react  with 
the  oil  at  temperatures  above  200°C.  (392°F.),  giving  unsaturated 
products  which  polymerize  more  or  less,  hydrogen  sulphide  being 
formed  during  the  reaction. 

The  Action  of  Sulphuric  Add  on  Petroleum  Distillates. — Sul- 
phuric acid  acts  both  chemically  and  physically  upon  petroleum. 
The  physical  action  consists  mainly  in  the  solution  of  tar  and 
other  dispersed  material  in  the  acid,  and  the  subsidence  of  it  by 
its  superior  weight  to  the  oil.  Chemically  the  reaction  with 
olefines  comprises  polymerization  to  dipolymers  and  the  formation 
of  esters  and  hydrated  esters  of  sulphuric  acid,  the  latter  on 
treatment  with  water  forming  secondary  and  tertiary  alcohols.* 
The  odor  of  acid  tars  resembles  that  of  certain  secondary  and 
tertiary  alcohols.  According  to  Brooks  and  Humphrey,  the 
pure  olefines  do  not  have  a  disagreeable  odor.     The  malodor  of 

^  Liquids  boil  when  the  vapor-pressure  slightly  exceeds  that  of  the.  atmos- 
phere. In  the  case  of  immiscible  liquids  the  total  pressure  is  the  sum  of 
the  partial  pressures,  so  that  the  boiling-point  is  that  temperature  at  which 
the  sum  of  the  partial  pressures  equals  that  of  the  atmosphere. 

'  Brooks  and  Humphrey,  J,  Am.  Chem.  Soc,  40  (1918),  822. 
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unrefined  distillates  is  to  be  attributed  more  to  the  presence 
of  small  amounts  of  naphthenie  acids  and  organic  nitrogen 
compounds. 

Oxygen  and  sulphur  compounds  also  are  acted  on  to  some 
extent  by  sulphuric  acid,  the  completeness  of  the  reaction  depend- 
ing upon  the  duration  of  the  treatment  and  on  the  temperature. 

The  dipolymers  formed  by  the  action  of  sulphuric  acid  are 
very  viscous,  and,  according  to  Brooks  and  Humphrey,  are 
likely  to  find  their  way  into  the  oil  layer  because  they  are  slightly 
attacked  or  dissolved  by  sulphuric  acid. 

Action  of  Florida  Earth, — Florida  earth  removes  the  coloring 
matter  from  mineral  oils  and  also  holds  back  the  olefines  and 
impurities.  The  first  runnings  from  the  filter  are  lower  in  flash- 
point abd  viscosity  and  lighter  in  gravity  and  color  than  those 
following.^ 

The  efficiency  of  the  bleaching  action  of  fullers*  earth  on  oils  is 
due  not  to  the  chemical  composition  of  the  earth,  but  to  its 
selective  power  of  adsorption  or  capillary  action.^ 

*  On  the  use  of  fullers'  earth  for  bleaching  mineral  oils,  see  Vollertsen, 
Cotton  Oil  Press,  2  (1919),  No.  11,  37;  Siegfried,  Nat.  Pet.  News,  11  (1919), 
No.  34,  38;  and  Phalen,  Bureau  of  Mines  Mineral  Investigations,  Aug., 
1919. 

'  Parsons,  J.  Am.  Chem.  Soc,  29  (1907),  598;  Phalen,  ref.  sup. 
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THE    EXAMINATION    OF    PETROLEUM    NAPHTHA 

PRODUCTS  ^ 

I. — Motor  Gasoline. 

1.  Color,  Odor,  Acidity,  Water  and  Dirt. 

2.  Specific  Gravity  and  Baum^  Gravity: 

Hydrometer,  Pycnometer  and  Westphal  Balance. 

3.  Volatility. 

4.  Other  Tests  on  Gasoline: 

(A)  Loss  to  Sulphuric  Acid. 
{B)  Iodine  Number. 
(C)  Sulphur: 

Lamp  Method  and  "Doctor"  Test. 
(Z))  Heat  of  Combustion. 

(E)  Corrosion  and  Gumming  Test. 

(F)  Spontaneous  Ignition  Temperature. 
(O)   Composition. 

{H)  Vapor  Pressure. 

5.  Rules  for  the  Shipment  of  Gasoline. 

6.  Grasoline  Specifications. 

7.  Results  of  Tests. 

II. — Petroleum  Ether,  Solvent  Gasoline,  and  Cleaning  Oil. 

I.  MOTOR  GASOLINE  ("GASOLENE")  ^ 

1.  Color,  Odor,  Acidity,  Water  and  Dirt. — The  inspection  for 
color,  odor,  water  and  dirt  may  be  carried  out  by  examination  of 
the  product  in  an  oil-sample  bottle  of  colorless  glass.    In  some 

*  On  the  types  of  gasoline,  see  Bacon  and  Hamor,  lib.  cit.y  2,  870.  The 
word  "petrol"  is  used  in  England  as  the  general  designation  for  motor 
gasoline;  "petrol"  in  French  is  equivalent  to  the  English  ''paraffin  oil" 
(kerosene),  while  motor  gasoline  is  commonly  known  in  France  as  "essence." 
"  White  spirit "  is  a  European  motor  fuel  which  is  prepared  by  mixing  beniol 
with  25  per  cent,  of  petrol  (Enghsh).  On  the  European  continent,  the 
family  name  for  all  the  light  petroleum  distillates  is  benzine  (» American 
term  naphtha  and  English  term  spirit).  On  German  aviation  petrols,  see 
Compt.  rend.y  169  (1919),  693.  Twenty-two  samples  approximated  the 
composition:  aromatic  hydrocarbons,  10  per  cent.;  saturated  cyclic  hydro- 
carbons, 40  per  cent. ;  and  acyclic  hydrocarbons,  50  per  cent.  The  method 
of  analysis  was  based  on  the  critical  temperature  of  solution  in  aniline  (i 
/.  Soc.  Chem.  Ind.,  38  (1919),  619A  and  672A.). 
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cases  it  may  be  necessary  to  make  a  determinatioD  of  the  color 
by  means  of  a  colorimeter,  as  described  under  illuminating  oils 
on  page  88  (see  also  the  Appendix,  page  353)- 

Acidity  Test.  Apparatus  and  Reagents. — Oil-sample  bottle; 
distilled  water;  and  blue  litmus  paper. 

Procedure. — Ten  c.c.  of  the  gasoline  are  shaken  thoroughly 
with  5  C.C.  of  distilled  water  and 
the  separated  water  is  tested  for 
acidity  with  litmus  paper.  If  the 
litmus  paper  turns  red,  the  test 
should  be  reported  as  positive; 
the  acid  present  may  be  deter- 
mined quantitatively,  as  de- 
scribed for  the  determination  of 
acidity  under  lubricating  mh  (see 
page  96).  If  there  is  no  re- 
action with  the  litmus,  a  negative 
test  is  reported. 

As  motor  gasoline  itself  seldom 
contains  acids,  it  is  recom- 
mended that  the  residue  left  in 
the  Sask  after  the  completion  of 
the  analytical  distillation  be 
shaken  with  1  c.c.  of  distilled 
water  and  the  separated  water 
tested  for  acidity.  The  presence 
of  acid  in  the  residue  after  dis- 
tillation may  be  caused  by  the 
decomposition  of  sulphuric  acid 
derivatives.  "Pyrolytic"  gaso- 
lines which  have  not  been  redia-  gravity  (curve  No.  l)  and  the  weight 
tiUed  after  sulphuric  acid  treat-  ^^^"^l  "■  »■  «'"'"'  "»  '^°^-  <*="""■ 
ment  may  display  this  property.' 

3.  Specific  Gravity  and  Baum6  Gravity. — For  convenience  and 
rapidity  in  determining  the  specific  gravity,  the  operation  is 
carried  out  at  the  temperature  of  the  laboratory  and  corrected 
to  anssr  by  means  of  the  correction  tables  given  in  the  Appendix, 

pages  304  and  312. 
The  Baum^  degrees  are  based  on  the  modulus  140,  and  the 
*  6m  Butmu  of  Mines  Tech.  Paper  214. 
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equation  connecting  Baum^  degrees  and  specific  gravity  is  as 
follows: 


As  the  Baum4  scale  for  light  liquids  is  used  universally  in  the 

petroleum  industry,  it  will  be  adhered  to  in  this  work.     Con- 

'  Tabbr    {loe.   cit.)  uaea  the  abbreviation  B£.°i.  when  rererring  to  the 

gravity  of  liquids  lighter  than   water;  likewise   B£.°tf  is   auKRested  for 
liquids  heavier  than  water;  Sp. gr. G0°/60°  =   .    ,  _  „. .,    • 
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versions  may  be  made  by  means  of  the  above  equation  or  by 
means  of  the  Appendix,  page  304.  All  determinations  in  labora- 
tory reports,  except  in  the  case  of  asphalt,  are  to  be  reported 
in  the  Baum^  scale.  ^ 

Method  A.  Hydrometric  Method  (see  Fig.  19).  Appara- 
tus.— Thermometer  (provided  the  hydrometer  does  not  include 
one^);  Baum4  hydrometer;  and  500-c.c.  cylinder. 

Procedure. — The  gasoline  is  poured  into  the  cylinder,  and  the 
hydrometer  and  thermometer  then  are  inserted,  the  former  being 
allowed  to  float,  while  the  latter  is  suspended  in  the  gasoline  one- 
half  way  down  the  cylinder.  After  fifteen  seconds,  readings  of 
the  hydrometer  and  thermometer  are  taken  and  recorded.  The 
hydrometer  reading  should  be  made  directly  on  the  meniscus 
for  clear  oils,  while,  for  dark  oils,  the  surface  is  read  and  corrected 
by  a  predetermined  constant. 

If  the  temperature  of  the  gasoline  is  other  than  60°F.,  the  ob- 
served Baum^  reading  must  be  corrected  to  60°F.  by  means 
of  the  Appendix,  page  304. 

Note. — Where  speed  is  not  a  requisite  in  using  the  Baum^ 
hydrometer,  it  is  practicable,  and  also  more  accurate,  to  make  the 
determination  with  the  liquid  at  a  temperature  of  60°F.  exactly. 
A  convenient  method  for  doing  this  is  first  to  place  the  cylinder 
in  water  at  a  temperature  of  60°F.  and,  after  cooling  the  gasoline 
to  a  temperature  of  60°F.,  to  pour  it  into  the  cylinder  and  then 
to  insert  the  hydrometer.  If  the  temperature  of  the  water  has 
risen  in  the  meantime,  pour  in  ice-water  until  the  temperature  is 
again  at  60**F.  Finally,  stir  the  gasoline  until  it  is  at  60°F.  and, 
after  a  few  seconds,  read  the  hydrometer. 

Method  B.  Pycnometric  Method.  Apparatus. — Pycnom- 
eter  (Fig.  20)  and  analytical  balance. 

Procedure. — Carefully  clean  and  dry  the  pycnometer  and  then 
weigh  it.  Fill  with  distilled  water  at  a  definite  temperature 
(or  proceed  with  the  aid  of  a  water-bath,  as  described  in  tiie  fol- 
lowing paragraph)  and  weigh  again,  being  sure  that  the  capillary 
is  entirely  filled,  that  there  are  no  air  bubbles  mixed  with  the 
water,  and  that  the  outside  of  the  pycnometer  is  clean  and  dry. 
Read  the  temperature  of  the  thermometer  just  after  filling  the 

^  Specific  gravity  may  be  included  advantageously. 

*  A  thermohydrometer,  a  modified  form  of  hydrometer  in  which  a  ther- 
mometer is  situated  inside  the  float,  is  a  useful  instrument  which  enables  a 
simultaneous  reading  of  both  temperature  and  Baum^  gravity. 


44 


THE  EXAMINATION  OF  PETROLEUM 


pycnometer.  Knowing  the  weight  and  temperature  of  the  water 
in  the  pycnometer,  calculate  the  "water  equivalent"  of  the 
pycnometer  as  follows:  Multiply  the  weight  of  water  found  by  the 
density  of  water  at  60^F.  (15.56^C.)  and  divide  by  the  density  of 
the  water  at  the  temperature  at  which  it  occurs  in  the  pycnom- 


ir- 


Fio.  20.  Fio.  21. 

Fio.  20. — Specific  gravity  bottle,  with  ground-in  thermometer  and  stoppered 
capillary  tube. 

Fio.  21. — NichoU'a  specific  gravity  tube.  A  similarly  convenient  and  simple 
apparatus  is  the  well-known  Sprengel  tube,  a  variety  of  pycnometer  which 
has  expanded  to  form  a  double  body  both  branches  of  the  U-shaped  tube.  On 
the  Ostwald  modification,  seQ  Ostwald's  " Physico-Chemical  Measurements" 
(trans,  by  Walker),  1894. 

eter.    The  following  table  presents  the  density  of  water  at  various 
temperatures: 


Temperature  **C. 

Density. 

Temperature  **C. 

Density. 

14 

0.999277 

23 

0.997668 

15 

0.999132 

24 

0.997326 

16 

0.998976 

25 

0.997073 

17 

0.998808 

26 

0.996811 

18 

0.998628 

27 

0.996540 

19 

0.998437 

28 

0.996260 

20 

0.998235 

29 

0.995971 

21 

0.998023 

30 

0.995674 

22 

0.997800 

Next  clean  and  dry  the  pycnometer  carefully,  fill  it  with  the 
oil  and  keep  at  room  or  other  desired  temperature  in  a  water- 
bath  until  the  temperature  is  constant.^  It  then  is  weighed,  ob- 
serving the  same  precautions  as  in  the  water  weighing.     Note 

^  Where  a  number  of  determinations  of  specific  gravity  have  to  be  made, 
it  is  convenient  to  use  a  bath,  the  temperature  of  which  is  maintained  con- 
stant by  an  automatic  thermo-regulator.    For  a  rajnd  method,8ee  page  127. 
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the  temperature  of  the  oil  at  the  time  the  pycnometer  is  filled. 
Then : 

^      .^  .^        fC.  weight  of  oil  at  eC. 

Specific  gravity  j^^^goc.   =      water  equivalent. 

This  value  now  must  be  corrected  to  oqoeT  (tt^ao?^  j '  ^y  ^^^ 

data  given  in  the  Appendix,  page  304,  first  changing  the  value  for 
specific  gravity  to  Baum6  gravity. 

Other  Pycnometer8. — Where  but  very  small  samples  are  avail- 
able, a  pycnometer  of  the  type  shown  in  Fig.  21  may  be  used. 
The  procedure  is  similar  to  that  employed  in  the  above  method, 
except  that  the  sample  and  the  water  must  be  exactly  at  the  room 
temperature  and  their  temperatures  read  before  filling  the  tube. 
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FiQ.  22. — Drushel  pycnometer  of  dimensions  and  construction  suitable  for 
measuring  specific  gravities  of  petroleum  distillates.  This  instrument  is  useful 
in  the  examination  of  very  small-  amounts  of  products. 

which  should  not  be  touched  with  the  hands.  After  the  tube 
has  been  filled,  the  level  of  the  liquid  on  the  side  having  the  mark 
is  adjusted  exactly  to  the  mark,  by  drawing  oflf  some  of  the  liquid 
by  means  of  a  roll  of  filter  paper. 

Method  C.  Westphal  Balance  Method.  Apparatus. — 
Westphal  specific  gravity  balance  and  accessories  (see  Fig.  23).^ 

Procedure. — See  that  the  plummet  is  clean  and  dry.  Place 
it  on  the  hook  at  the  end  of  the  beam,  and,  by  means  of  the  ad- 

^  The  complete  instrument  consists  of  the  balance  proper,  the  glass  plum- 
met, the  immersion  cylinder,  and  two  exactly  similar  sets  of  four  rider 
weights,  the  largest  rider  of  each  set  having  the  same  weight  as  the  water 
which  the  plummet  displaces  at  60°F.,  the  next  rider  having  one-tenth  of 
this  weight,  the  third  one-hundredth,  and  the  fourth  one-thousandth.  The 
beam  is  divided  by  notches  into  ten  exactly  equal  parts,  the  notches  being 
points  of  suspension  for  the  riders  and  numbered  consecutively  from  1  to  9. 
The  specific  gravity  "chainomatic"  balance  provides  another  method  for 
obtaining  direct  readings  in  specific  gravity  to  the  third  or  fourth  decimal 
place. 
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justing  weight,  regulate  the  swing  of  the  beam  so  that  the  pointer 
moves  equal  distances  above  and  below  the  zero  mark  on  the 
scale.  The  apparatus  may  be  checked  further  by  immersing  the 
plummet  in  water  at  60°F.  (15.56°C.),  when  the  largest  rider  or 
horseshoe  weight,  suspended  on  the  hook  at  the  end  of  the  beam, 
should  bring  it  to  equilibrium. 

The  liquid  to  be  tested  is  poured  into  the  cylinder  and  the 
plummet  is  immersed  and  attached  to  the  hook.  The  plummet 
should  be  immersed  so  that,  on  the  upward  swing,  it  does  not 

come  above  the  surface.  By 
means  of  the  horseshoe  or  rider 
weights  placed  in  the  notches  of 
the  beam,  the  beam  is  brought 
to  equilibrium  with  the  pointer 
opposite  the  zero  mark.  Thus, 
the  specific  gravity  of  the  liquid 
is  shown  at  a  glance  to  four 
decimal  places.  The  largest 
weight  represents  tenths,  and  so 
gives  the  first  decimal  place;  the 
position  of  it  relative  to  the 
center  of  the  beam  gives  the  num- 
ber of  tenths.  The  other  riders 
give  the  remaining  decimal  places 
in  order:  the  next  smaller  weight  represents  hundredths,  the 
next  thousandths,  and  the  next  ten-thousandths. 

The  temperature  of  the  sample  should  be  taken  at  the  time  of 
the  determination ;  and  if  it  is  other  than  60°F.  (15.56°C.),  the  spe- 
cific gravity  should  be  corrected  to  60°F.  The  liquid  at  the  time 
of  the  determination  may  be  taken  conveniently  at  60**F.  by 
first  bringing  the  liquid  to  60°F.  and  pouring  it  into  the  cylinder, 
which  is  surrounded  by  water  kept  at  the  temperature  of 
60°F. 

3.  Volatility. — This  test  may  be  considered  the  most  im- 
portant one  for  motor  gasoline.  The  principle  of  the  method, 
that  of  distillation,  is  simplicity  itself,  and  this  fact  alone  is  con- 
ducive to  neglect  of  the  details  which  must  be  observed  in  order 
to-secure  concordant  and  true  results. 

Motor  gasoline  may  be  looked  upon  as  being  composed  of  three 
portions  as  regards  volatility:  (1)  A  low-boiling,  volatile  portion, 
which  is  of  value  in  starting;  (2)  an  intermediate  portion,  or 


Fio.  23.— The  Westphal  balance. 
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body;  and  (3)  the  power  portion/  which  is  desirable  in  as  large 
a  percentage  as  is  commensurate  with  the  ability  of  the  car- 
bureter to  volatilize  it  so  that  it  will  burn  completely.  The  power 
portion  is  the  highest  boiling  of  the  three,  but  should  not  be  of 
so  high  a  boiling-point  that  an  excessive  amount  of  carbon  is 
produced  in  the  cylinders.  Therefore,  it  is  evident  that,  all 
other  things  being  equal,  the  best  gasoline  is  the  one  which  has 
the  proper  blending*  of  the  three  portions. 

For  the  study  of  distillation  curves,  a  distillation  method,  such 
as  Method  A,  may  be  supplemented  by  a  method  whereby  a 
fractionating  column  is  used  (Method  B).  By  the  use  of  the 
last-mentioned  method  the  three  portions  described  above  will 
be  brought  out  better  when  the  distillation  curve  is  drawn.  For 
examples  of  distillation  curves,  see  the  Appendix,  pages  334  and 
352.     For  a  blending  curve,  see  the  Appendix ,  page  345. 

The  method  of  distillation  adopted  by  the  U.  S.  Fuel  Adminis- 
tration is  described  below;  it  is  probably  as  nearly  standard  as 
any  now  in  use,  although  other  methods  are  employed  to  a  large 
extent.'    Often  a  200-c.c.  sample  is  used  in  a  large  flask,  with 

*  There  is  the  belief  that  the  use  of  motor  gasoline  containing  "high 
(boiling)  ends''  results  in  a  decrease  in  carbonization  troubles,  because  of 
a  cleansing  action  within  the  cylinders;  but  that  there  is. leakage  past  the 
piston  rings,  with  consequent  solution  in  and  decrease  in  viscosity  of  the 
lubricating  oil,  necessitating  the  employment  of  more  and  heavier  lubricating 
oil. 

*  By  the  term  "blending"  is  meant  the  mixing  of  various  petroleum 
products  or  fractions  to  give  a  homogeneous  product,  i.e.,  one  in  which  the 
components  arc  completely  miscible  with  one  another  by  inherent  charac- 
teristics and  have  been  made  so  by  proper  mechanical  agitation  or  method 
of  mixing.  A  properly  or  "scientifically"  blended  gasoline  is  one  w^hich 
has  been  secured  by  the  mixing  of  "straight-run"  gasoline  with  natural-gas 
gasoline  (casinghead,  absorption  gasoline,  etc.)  and  possibly  naphtha  and 
"cracked"  gasoline  in  the  right  proportions.  Whether  or  not  a  gasoline 
has  been  properly  "blended"  can  be  found  by  distilling  a  sample  (Method 
B)  and  plotting  the  distillation  curve.  Faulty  blending  then  can  be  de- 
tected by  a  study  of  this  curve. 

*  The  following  summary'  is  pertinent  concerning  the  standardization  of 
distillation  tests  for  motor  gasoline : 

The  multiplicity  of  methods  which  have  been  proposed  for  testing  motor 
gasoline  by  distillation  leads  generally  to  much  difficulty  and  inconvenience 
when  it  is  desired  to  compare  the  figures  of  tests  made  on  products  from  the 
same  or  different  sources  which  have  been  reported  by  different  analysts. 
It  is  not  of  much  importance  whether  a  given  method  of  distillation  gives 
rather  lower  or  higher  values  for  any  given  fraction.  What  is  of  the  greatest 
importance,  however,  is  that  the  method  used  shall  be  capable  of  giving  as 


48  THE  EXAMINATION  OF  PETROLEUM 

or  without  the  flask  resting  on  a  sand-bath  during  the  distilla- 
tion. The  only  objection  to  the  sand-bath  is  the  diflSculty  ex- 
perienced in  determining  the  end-point.  The  effect  of  increasing 
the  volume  of  the  sample  distilled  is  to  lower  the  over-point. 

closely  concordant  results  as  possible  on  repeat  tests  when  made  by  the 
same  or  different  observers.  The  method  also  should  be  as  rapid,  simple, 
and  easy  to  carry  out  as  the  nature  of  such  a  test  permits. 

In  1904,  H.  S.  Gabby  and  H.  J.  Watson  (J.  Soc,  Chem.  Ind.,  23  (1904), 
701)  called  attention  to  the  necessity  for  a  standardized  test  for  petroleum 
spirits  similar  to  that  adopted  for  benzene.  This  standardization  has  not  so 
far  been  achieved,  but  has  recently  been  strongly  advocated  by  A.  Duckham 
(/.  Inst  Pet.  Tech.^  4  (1917),  4)  and  other  prominent  members  of  the  Insti- 
tution of  Petroleum  Technologists.  It  is  hoped  that  action  shortly  will  be 
taken  to  decide  upon  a  generally  acceptable  method  of  test.  It  is  not  neces- 
sary that  the  selected  method  shall  embody  all  the  detaib  of  any  test 
now  in  use.  It  may  and  probably  will  be  arrived  at  finally  by  a  judicious 
selection  and  combination  of  detaib  of  several  or  of  all  these  processes. 
It  is  somewhat  remarkable  that  of  two  of  the  most  recent  and  important 
papers  on  methods  of  testing  gasoline  by  fractionation  (Lomax,  J.  Inst  Pet 
Tech.,  4  (1917),  6;  and  Anfilogoff,  J.  Soc,  Chem.  Ind.,  Zl  (1918),  21T.), 
neither  gives  the  results  of  a  series  of  repeat  tests  on  one  sample  of  spirit. 
Such  a  series  of  tests  is  always  necessary  in  order  to  exhibit  the  variations 
in  the  results,  which  are  to  be  expected  from  experimental  errors  inherent 
in  any  particular  method.  Attention  was  called  to  this  omission  by  Cad- 
man  in  the  course  of  discussion  on  the  paper  by  Lomax  (J.  Inst  Pet,  Tech., 
4  (1917),  34).  All  the  results  of  tests  given  were,  it  is  true,  the  mean  values 
of  four  or  five  separate  tests,  but  the  results  of  these  separate  tests  were  not 
stated. 

Lomax  states  that  the  liability  to  personal  error  is  much  greater  with  the 
Engler  method  than  with  the  Redwood,  great  care  being  required  even  by 
skilled  manipulators  to  obtain  concordant  results  on  the  same  sample  of 
spirit,  while  independent  operators  may  obtain  results  varying  within  com- 
paratively wide  limits.  Most  investigators  fully  concur  in  this  opinion. 
Experience  is  that  Engler's  method  is  unworkable  unless  a  very  low  standard 
of  agreement  of  duplicate  tests  is  to  be  accepted.  In  spite  of  this  fact  acme 
chemists  continue  to  compare  their  methods  with  the  results  of  testa  ob- 
tained by  the  Engler  method.  This  practice,  no  doubt,  is  followed  only 
because  the  Engler  method  possesses  a  longnstanding  and  somewhat  exag- 
gerated text-book  reputation. 

A  novel  form  of  apparatus  for  f ractioning  motor  gasoline  and  other  vola- 
tile liquids  for  laboratory  testing  purposes  is  described  by  E.  Hildt  {Compt 
rend.,  165  (1917),  790).  It  consists  of  a  series  of  glass  receivers  each  con- 
nected with  its  neighbor  on  its  right  and  left  by  a  tube  at  the  top,  and  each 
heated  to  a  fixed  temperature  higher  than  that  of  the  next  receiver.  The 
spirit  to  be  fractionated  is  admitted  drop  by  drop  into  the  receiver  at  the 
highest  temperature.  Here  it  is  completely  or  partially  vaporized,  and  the 
vapor  flows  along  the  tubes  through  the  series  of  receivers  until  it  arrives 
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Method  A.  U.  S.  Bureau  op  Mines  Method  (1917), 
Slightly  Modified;  based  upon  the  procedure  of  the  American 
Society  for  Testing  Materiak.^ 

Apparatus  (see  Fig.  24).— Standard  Engler  flask;  300°C. 
(672*'F.)  standardized  thermometer;  trough  condenser;  burner; 
asbestos  board,  4  in.  square,  having  a  13-^  in.  hole  in  the  center; 
100-c.c.  measuring  cylinder;  and  auxiliary  thermometer  for  use 
in  case  the  thermometer  is  caUbrated  for  total  immersion. 


A' 


5caie  fn  Inches 

0  t  2  3  4  S  673  S/0 

I .  ■ » 1 1 1  ■  I  I  ■  ■  I  I '  ■  ■ « ' '  I 

$cal9  in  Centimeters 
O      4     6     IZ     16  20 


_L 


Fio.  24. — Apparatus  used  by  the  Bureau  of  Mines  for  distillation  test  of  gasoline. 

a.  Wires  connecting  with  electric  mains  through  a  suitable  rheostat,  b,  Electric  heater. 
e,  Engler  distillation  flask  filled  with  charge  of  gasoline  partly  distilled,  d.  Thermometer. 
«,  Condenser,  with  trough  filled  with  ice  and  water.  /,  Receiving  graduate,  g.  Cock  for 
draining  condenser  trough. 

Procedure. — The  condenser  is  first  filled  one-fourth  full  with 
cracked  ice,  and  the  remainder  with  ice-water.  100  c.c.  of  the 
gasoline  are  measured  into  the  cylinder,  drained  into  the  flask, 
and  the  thermometer  and  cork  are  inserted.  The  thermometer 
should  have  a  film  of  cotton  wrapped  about  the  bulb  to  assist  in 
preventing  fluctuations  of  temperature.     The  bulb  should  be 


at  one  in  which  the  temperature  is  sufficiently  low  for  it  to  condense.  This 
method  of  fractionation  is  so  novel  for  laboratory  testing  that  it  will  be  of 
interest  to  have  details  of  extended  trials,  especially  as  it  appears  to  permit 
of  a  distillation  curve  being  obtained  at  one  operation  over  a  considerable 
temperature  range,  the  fractions  being  collected  at  any  desired  intervals. 

On  testing  motor  spirits,  see  also  Philip,  Pet.  TimeSf  2  (1919),  401,  429 
and  451. 

'  Bureau  of  Mines  Tech.  Paper  166,  by  £.  W.  Dean. 
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located  just  below  the  outlet  tube  and  exactly  in  the  center  of 
the  cross-section  of  the  neck  of  the  flask.  The  cylinder  is  placed 
at  the  outlet  end  of  the  condenser,  and,  in  case  a  very  light 
product  is  being  diatilled,  should  itself  be  immersed  in  ice-water 
with  a  small  piece  of  cardboard  on  top,  through  which  runs  the 
outlet  tube  from  the  condenser.  Three  or  four  small  grains  of 
sand  in  the  flask  with  the  gasoline  will  assist  to  prevent  overheat- 
ing and  subsequent  bumping.' 


In  starting  the  distillation  care  should  be  taken  that  the  flask  is 
not  heated  too  strongly.  The  distance  of  the  tip  of  the  flame 
from  the  bottom  of  the  flask  should  depend  mainly  upon  the  vola- 
tihty  of  the  product  and  should  be  so  regulated  that  the  distilla- 
tion starts  at  the  proper  rate.  The  ability  to  do  this  is  acquired 
through  practice.  In  order  to  have  a  constant  rate  of  distilla- 
tion, the  flame  of  the  burner  should  be  surrounded  by  a  shield, 

I  A  small  piece  of  porous  plate  also  will  serve  this  purpose. 
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and  the  entire  operation  is  carried  out  preferauly  in  a  cabinet,  in 
order  to  eliminate  draughts.  When  the  first  drop  falls  from 
the  condenser  into  the  cylinder,  the  temperature  is  read  and  is 
recorded  as  the  over-point.  The  distillation  then  should  proceed 
at  the  rat«  of  4  to  5  c.c.  per  minute,  and  the  flame  should  be 
increased  slowly  and  con- 
tinuously in  such  a  way  that 
the  proper  rate  is  held 
throughout  the  distillation.' 

For  each  10  c.c.  accumu- 
lating in  the  receiver  a  read- 
ing of  the  thermometer  is 
made  and  recorded .  The 
highest  temperature  reached 
after  the  flask  goes  dry,  is 
read  and  recorded  as  the 
end-point.  The  last  reading 
of  the  distillate  is  not  made 
until  the  vapors  remaining!; 
in  the  flask  have  condensed 
and  cooled  and  have  been 
poured  into  the  receiver. 
The  final  reading  of  the  dis- 
tillate subtracted  from  100 
gives  the  di^lillalion  loss  (cf., 
however,  page  56). 

During  the  course  of  the 
distillation  several  readings 
of  the  air-temperature  at  the 
center  of  the  exposed  portion 
of  the  thermometer  stem,  are 
made  and  recorded,  provided, 
of  course,  the  thermometer  '  ^  »"-8a> 
is  one  that  has  been  calibrated  at  total  immersion.  Special  ther- 
mometers are  made  for  Engler  flasks  which  are  calibrated  so  that 
no  correction  of  the  observed  boiling-point  is  necessary,  this  beinga 
matter  which  should  be  determined  before  the  disillation  is  begun. 

■  The  rate  of  heatiDg  before  diatillation  begins  is  under  invcstigfttion.  It 
is  thought  that  more  coDsiateat  over-poiot^  may  be  secured  by  heating  the 
giwoUiie  in  the  flask  bo  that  it  comes  to  the  boiling-point  in  a  definite  length 
of  time  after  applying  the  heat. 


Fio.  26. — Special  gu  burner  deBiRnsd 
and  employed  for  HBsoline  dutillation  by 
the  Atlantic  Refining  ('ompacy.  It  is 
composed  of  a  special  bronie  cHsting 
equipped  with  sensitive  aeedle- valve  and 
adjustment  for  the  regulation  ol 
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Finally,  the  corrected  temperatures  corresponding  to  the  10 
per  cent,  distillates,  along  with  the  end-point  and  over-point,  are 
plotted  against  the  percentages  distilled.  The  line  through  the 
points  is  the  distillation  curve. 

A  reading  of  the  barometer  should  be  made  either  just  before 
or  after  the  distillation. 

Notes  and  Precautions. — In  carrying  out  the  distillation  it  is 
desirable  that  the  burner  used  be  of  such  design  that  the  flame 
may  be  increased  slowly  and  continuously  until  the  end  of  the 
distillation.  For  this  purpose  a  burner  such  as  that  described 
by  Dean^^  and  developed  by  the  Atlantic  Refining  Company,  is 
very  satisfactory  (see  Fig.  26). 

The  end-point*  is  the  highest  temperature  reached  during  the 
distillation  and  does  not  mean  the  temperature  at  which  fumes 
appear  in  the  flask.  With  certain  gasolines,  toward  the  latter 
part  of  the  distillation,  the  temperature  may  drop  suddenly 
before  the  flask  is  dry.  Upon  stronger  heating,  the  boiling- 
point  rises  to  the  true  end-point  of  the  product.  This  phenome- 
non is  caused  by  the  presence  of  a  small  percentage  of  heavy  oil 
in  the  gasoline. 

An  equation  which  is  used  largely  for  correcting  temperatures 
observed  on  thermometers  which  have  been  standardized  while 
totally  immersed,  is  as  follows: 

V  =  0.00015»  (T  -  t)  n. 

V  =  correction  to  be  added  to  observed  reading. 
T  =  observed  boiling-point. 

t    =  auxiliary  temperature. 

n  =  length  of  mercury  column  above  vapor  expressed  in  scale 
divisions. 

The  equation  for  variation  of  atmospheric  pressure  from  normal  is  as 
follows: 

V  =  0.00012  (760  -  p)  273  +  t. 

V  =  correction  to  be  added  to  observed  reading, 
p    =  observed  pressure  in  millimeters. 

t    =  the  observed  temperature  in  degrees  C. 

'  J.  Ind.  Eng.  Chem.,  10  (1918),  823. 

^  Sometimes  designated  final  or  maximum  boiling-point  The  dry-paint 
is  secured  by  reading  the  thermometer  just  as  the  flask  becomes  dry. 

^  This  coefficient,  which  varies  between  0.00015  and  0.00016,  is  for  read- 
ings of  the  Centigrade  scale.  For  Fahrenheit  readings  the  coefficient  ranges 
from  0.000083  to  0.000089. 
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Specifications  for  distillation  thermometers  are  given  as  follows 
by  Dean:  ^ 

"The  thermometer  should  be  made  of  selected  enamel-backed  tubing 
having  a  diameter  between  5.5  and  7  mm.  The  bulb  should  be  of  Jena 
normal  or  Corning  normal  glass;  its  diameter  should  be  less  than  that 
of  the  stem  and  its  length  between  10  and  15  mm.  The  total  length  of 
the  thermometer  should  be  approximately  380  mm.  The  range  should 
cover  0**C.  to  270**C.,  with  the  length  of  the  graduated  portion  between 
the  limits  of  210  to  250  mm.  The  point  marking  a  temperature  of  35^0. 
should  be  not  less  than  100  mm.  nor  more  than  120  mm.  from  the  top 
to  the  bulb. 

"The  scale  should  be  graduated  for  total  immersion.  The  accuracy 
must  be  within  about  0.5°C.  The  space  above  the  meniscus  must  be 
filled  with  an  inert  gas,  such  as  nitrogen,  and  the  stem  and  bulb  must 
be  thoroughly  aged  and  annealed  before  being  graduated. 

"All  material  and  workmanship  must  be  of  the  best.  The  scale  shall 
be  marked  for  single-degree  intervals.  Each  tenth-degree  shall  be  num- 
bered and  each  fifth-degree  distinguished  by  a  longer  mark." 

The  Committee  on  Standardization  of  Petroleum  Specifica- 
tions of  the  United  States  Fuel  Administration  recently  has 
adopted  the  following  method  of  test  and  specifications  for  gaso- 
line, upon  the  recommendation  of  the  Bureau  of  Mines  and  other 
authorities;  it  will  be  noted  that  the  procedure  differs  merely  in 
details  from  Method  A,  supra. 

Qiuility. — Gasoline  to  be  high  grade,  refined,  and  free  from 
water  and  all  impurities,  and  shall  have  a  vapor  tension  not 
greater  than  10  lbs.  per  sq.  in.  at  a  temperature  of  100°F., 
same  to  be  determined  in  accordance  with  the  current  "Rules 
and  Regulations  for  the  Transportation  of  Explosives  and  Other 
Dangerous  Articles  by  Freight,"  as  issued  by  the  Interstate 
Commerce  Commission. 

Inspection. — Before  acceptance  the  gasoline  will  be  inspected. 
Samples  of  each  lot  will  be  taken  at  random.  These  samples 
immediately  after  drawing  shall  be  retained  in  a  clean,  absolutely 
tight,  closed  vessel  and  a  sample  for  test  taken  from  the  mixture 
in  this  vessel  directly  into  the  test  vessel. 

Specifications. 

(a)  Boiling-point  must  not  be  higher  than  60°C.  (140°F.)- 

(6)  20  per  cent,  of  the  sample  must  distil  below  105°C.  (22rF.)L 

(c)   50  per  cent,  must  distil  below  140°C.  (284°F.). 

'Bureau  of  Mines  Tech.  Paper  214. 


54  THE  EXAMINATION  OF  PETROLEUM 

{d)  90  per  cent,  must  distil  below  190"C.  (374°F.). 

(e)  The  end-  or  dry-point  of  distillation  must  not  be  higher  than 
225°C.  (437°F.). 

(/)  Not  less  than  95  per  cent,  of  the  liquid  will  be  recovered  in  the 
receiver  from  the  distillation. 

One  hundred  c.e.  will  be  taken  as  a  test  sample.  The  apparatus 
and  method  of  conducting  the  distillation  shall  be  that  adopted 
by  Sub-Committee  XI  of  Committee  D-1  of  the  American 
Society  for  Testing  Materials,  with  the  following  modifications: 

First,  the  temperature  shall  be  read  against  fixed  percentage 
points;  and  second,  the  thermometer  shall  be  as  hereinafter 
described. 

Flask. — The  flask  used  shall  be  the  standard  100-c.c.  Engler  flask, 
described  in  the  various  textbooks  on  petroleum.  Its  dimensions  are 
as  follows: 

Dimenaions  Cm.  In. 

Outside  diameter  of  bulb 6.5  2.56 

Outside  diameter  of  neck 1.6  0 .  63 

Length  of  neck 15.0  5.91 

Length  of  vapor  tube 10.0  3 .  94 

Outside  diameter  of  vapor  tube 0.6  0 .  24 

Position  of  vapor  tube,  9  cm.  (3.55  in.)  above  the  surface  of  the  gaso- 
line when  the  flask  contains  its  charge  of  100-c.c.  The  tube  is  approx- 
imately in  the  middle  of  the  neck.  The  observance  of  the  prescribed 
dimensions  is  considered  essential  to  the  attainment  of  uniformity  of 
results.  The  flask  shall  be  supported  on  a  ring  of  asbestos  having  a 
circular  opening,  1>4  in.  in  diameter;  this  means  that  only  this  limited 
portion  of  the  flask  is  to  be  heated.    The  use  of  wire  gauze  is  forbidden. 

Condenser. — The  condenser  shall  consist  of  a  thin  walled  tube  of  metal 
(brass  or  copper),  Ji  in.  in  internal  diameter  and  22  in.  long.  It  shall 
be  set  at  an  angle  of  75  degrees  from  the  perpendicular  and  shall  be  sur- 
rounded with  a  cooling  jacket  of  the  trough  type.  The  lower  end  of 
the  condenser  shall  be  cut  off  at  an  acute  angle  and  shall  be  curved  down 
for  a  length  of  3  in.     The  condenser  jacket  shall  be  15  in.  long. 

Thermometer. — The  thermometer  shall  be  made  of  selected  enamel- 
backed  tubing  having  a  diameter  between  5.5  and  7  mm.  The  bulb 
shall  be  of  Jena  normal  or  Corning  normal  glass;  its  diameter  shall  be 
less  than  that  of  the  stem  and  its  length  between  10  and  15  mm.  The 
total  length  of  the  thermometer  shall  be  approximately  380  mm.  The 
range  shall  cover  0°C.  (32**F.)  to  270°C.  (518**F.),  with  the  length  of  the 
graduated  portion  between  the  limits  of  210  to  250  mm.  The  point 
marking  a  temperature  of  35®C.  (95**F.)  shall  not  be  less  than  100  mm. 
nor  more  than  120  mm.  from  the  top  of  the  bulb.  For  commercial  use 
the  thermometer  may  be  graduated  in  the  Fahrenheit  scale.     Th^jiBQale 
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shall  be  graduated  for  total  immersion.  The  accuracy  must  be  within 
about  0.5°C.  The  space  above  the  meniscus  must  be  filled  with  an 
inert  gas,  such  as  nitrogen,  and  the  stem  and  bulb  must  be  thoroughly 
aged  and  annealed  before  being  graduated. 

Source  of  Heat  in  Gasoline  Distillation. — The  source  of  heat  in  dis- 
tilling gasoline  may  be  a  gas  burner,  an  alcohol  lamp  or  an  electric 
heater. 

Procedure  and  Details  of  Manipulation. — (1).  If  an  electric  heater  is 
used  it  is  started  first  to  warm  it.  (2).  The  condenser  box  is  filled  with 
water  containing  a  liberal  portion  of  cracked  ice.  (3).  The  charge  of 
gasoline  is  measured  into  the  clean,  dry  Engler  fiask  from  a  100  c.c. 
graduate.  The  graduate  is  used  as  a  receiver  for  distillates  without 
any  dr3dng.  This  procedure  eliminates  errors  due  to  incorrect  scaling 
of  graduates  and  also  avoids  the  creation  of  an  apparent  distillation 
loss  due  to  the  impossibility  of  draining  the  gasoline  entirely  from  the 
graduate. 

(4).  The  above  mentioned  graduate  is  placed  under  the  lower  end  of 
the  condenser  tube  so  that  the  latter  extends  downward  below  the  top 
of  the  graduate  at  least  1  in.  The  condenser  tube  should  be  so  shaped 
and  bent  that  the  tip  can  touch  the  wall  of  the  graduate  on  the  side 
adjacent  to  the  condenser  box.  This  detail  permits  distillates  to  run 
down  the  side  of  the  graduate  and  avoids  disturbance  of  the  meniscus 
caused  by  the  falling  of  drops.  The  graduate  is  moved  occasionally 
to  permit  the  operator  to  ascertain  that  the  speed  of  distillation  is  right, 
as  indicated  by  the  rate  at  which  drops  fall.  The  proper  rate  is  from 
4  c.c.  to  5  c.c.  per  minute,  which  is  approximately  two  drops  a  second. 
The  top  of  the  graduate  is  covered,  preferably  by  several  thicknesses 
of  filter  paper,  the  condenser  tube  passing  through  a  snugly  fitting 
opening.  This  minimizes  evaporation  losses  due  to  circulation  of  air 
through  the  graduate  and  also  excludes  any  water  that  may  drip  down 
the  outside  of  the  condenser  tube  on  account  of  condensation  on  the 
ice-cooled  condenser  box. 

(5).  A  boiling  stone  (a  bit  of  unglazed  porcelain  or  other  porous  mater- 
ial) is  dropped  into  the  gasoline  in  the  Engler  flask. '  The  thermometer 
is  equipped  with  a  well  fitted  cork  and  its  bulb  covered  with  a  thin  film 
of  absorbent  cotton  (preferably  the  long-fibered  variety  sold  for  surgical 
dressing).  The  quantity  of  cotton  used  shall  be  not  less  than  0.005 
nor  more  than  0.010  g.  (5  to  10  mg.).  The  thermometer  is  fitted  into 
the  flask  with  the  bulb  just  below  the  lower  level  of  the  side  neck  open- 
ing.    The  flask  is  connected  with  the  condenser  tube. 

(6).  Heat  must  be  so  applied  that  the  first  drop  of  the  gasoline  falls 
from  the  end  of  the  condenser  tube  in  not  less  than  five  or  more  than 
ten  minutes.  The  initial  boiling-poi7il  is  the  temperature  shown  by 
the  thermometer  when  the  first  drop  falls  from  the  end  of  the  condenser 
tube  into  the  graduate.    The  operator  should  not  allow  himself  to  be 
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deceived,  as  sometimes  (if  the  condenser  tube  is  not  dried  from  a  previous 
run)  a  drop  will  be  obtained  and  it  will  be  sometime  before  a  second  one 
falls;  in  this  case  the  first  drop  should  be  ignored.  The  amount  of  heat 
is  then  increased  so  that  the  distillation  proceeds  at  a  rate  of  from 
4  c.c.  to  5  c.c.  per  minute.  The  thermometer  is  read  as  each  of  the 
selected  percentage  marks  is  reached.  The  maximum  botling-point 
or  dry-point  is  determined  by  continuing  the  heating  after  the  flask 
bottom  has  boiled  dry  until  the  column  of  mercury  reaches  a  maximum 
and  then  starts  to  recede  consistently. 

(7).  Distillation  loss  is  determined  as  follows:  The  condenser  tube  is 
allowed  to  drain  for  at  least  five  minutes  after  the  heat  is  shut  off,  and 
a  final  reading  is  taken  of  the  quantity  of  distillate  collected  in  the 
receiving  graduate.  The  distillation  flask  is  removed  from  the  con- 
denser and  thoroughly  cooled  as  soon  as  it  can  be  handled.  The  con- 
densed residue  is  poured  into  a  small  graduate  or  graduated  test-tube 
and  its  volume  measured.  The  sum  of  its  volume  and  the  volume 
collected  in  the  receiving  graduate,  subtracted  from  100  c.c,  gives  the 
figure  for  distillation  loss. 

Method  B.  Fractionating  Column  Method.  Apparatus. — 
See  Fig.  27.  The  fractionating  column  shown  may  be  replaced 
by  any  efficient  column  which  drains  well.  The  shield  about 
the  column  aids  materially  in  carrying  out  the  distillation. 

Procedure, — The  same  as  in  the  case  of  Method  A,  except  that 
the  rate  is  2J^^  c.c.  per  minute.  The  end-point  is  specified  as 
that  temperature  at  which  fumes  appear  in  the  flask.  ^ 

4.  Other  Tests  on  Gasoline.  (-4)  Loss  to  Sulphuric  Acid. 
Concentrated  sulphuric  acid  reacts  with  unsaturated  hydro- 
carbons, and  to  some  extent  with  oxygen  and  sulphur  compounds, 
thus  removing  them  from  gasoline.  The  effect  of  sulphuric  acid 
upon  unsaturated  hydrocarbons  has  been  investigated  carefully 
and  the  knowledge  of  the  subject  extended  greatly  by  Brooks 
and  Humphrey.^ 

*  For  a  general  discussion  of  this  method,  see  Lomax,  J.  Inst  Pet  Tech., 
4  (1917),  6.  A  14-in.  fractionating  column,  filled  with  either  aluminum  or 
magnesium  turnings,  and  covered  with  asbestos,  has  been  found  to  give 
good  results  with  this  method. 

*  J.  Am,  Chevi,  Soc,  40  (1918),  822.  The  Maumen6  test  or  "acid  heat 
tcsf  is  a  method  largely  used  in  laboratories  of  refineries  for  determining 
the  degree  of  unsaturation.  According  to  the  Bureau  of  Mines  {Tech. 
Paper,  181,  22),  this  test  has  proved  unreliable,  especially  for  highly  un- 
saturated mixtures.  Primary  objections  are  the  many  empirical  factors 
involved  and  the  dissipation  of  much  of  the  heat  in  volatilizing  gasoline 
instead  of  producing  a  rise  in  temperature.  See  Bureau  of  Mines  Tech. 
Paper  181  for  an  accurate  method. 
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Two  methods  for  conducting  the  "loss  to  sulphuric  acid"  test 
are  presented  below.  Method  B  has  the  advantage  of  the  use  of 
apparatus  which  can  be  found  in  almost  any  laboratory.  It 
should  be  kept  in  mind  that  this  method  is  not  intended  to  show 
the  refining  loss  in  refinery  operations,  but  is  a  procedure  for  re- 
moving the  unsaturated  hydrocarbons  and  other  impiu-ities  from 
gasoline.  It  is  employed  mainly  in  recognizing  a  slightly  refined 
cracked  (or  pyrolytic)  gasoline  which  has  been  blended  with  a  more 
saturated  product.     It  may  be  noted  here,  however,  that  benzene- 


yvafer  Outlef- 


Fio.  27. — Lomax  distillation  apparatus.     The  innovation  is  the  insulating  shield 

about  the  column. 


gasoline  mixtures  are  in  use  as  motor  fuels,  and  that  consequently 
the  determination  of  the  percentage  of  aromatic  hydrocarbons  is 
required  rather  frequently  in  practice.^ 

Method  A.    Apparatus  and  Reagents. — 75-c.c.  heavy-walled 

*  It  may  be  mentioned  that  Thole  (J.  Soc.  Chem.  Ind.,  38, 49T.)  has  pro- 
posed the  following  method  for  estimating  aromatic  hydrocarbons  in  petrol- 
eum :  A  fraction  of  the  proper  boiling  range  first  is  prepared  and  then  is  treated 
with  three  times  its  volume  of  98  per  cent,  sulphuric  acid  over  a  period  of 
thirty  minutes,  with  frequent  shaking.  Knowing  the  specific  gravity  of 
the  aromatic  component,  the  percentage  present  is  calculated  as  follows : 

Per  cent,  of  aromatic  =  [(initial  specific  gravity  —  final  specific  gravity)/ 
(specific  gravity  of  aromatic  —  final  specific  gravity)]  X  100. 

CoLMAN  and  Yoeman  (ibid.,  82T.)  suggest  the  following  equations  in 
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flask,  with  a  neck  50  cm.  long  and  graduated  to  0.1  c.c;  and 
c.p.  sulphuric  acid  (1.84  sp.  gr.). 

Procedure. — 25  c.c.  of  the  gasoline  are  measiu^ed  accurately 
into  the  flask  from  a  pipette  or  burette,  25  c.c.  of  the  sulphuric 
acid  then  are  poured  in,  and  the  flask  is  stoppered  and  shaken 
vigorously  for  15  minutes.  After  30  minutes,  sulphuric  acid  is 
added  until  the  gasoline  is  forced  into  the  neck.  After  standing 
overnight,  the  volume  of  the  gasoline  in  the  neck  of  the  flask  is 
read.  This  reading  is  subtracted  from  the  original  volume  (25 
c.c),  giving  as  a  result  the  loss  to  sulphuric  acid. 

Method  B. — U.  S.  Bureau  of  Mines  Method.^ 

Apparatus  and  Reagents. — Babcock  cream  bottle;*  burette 
or  5  c.c.  pipette;  c.p.  sulphuric  acid  (1.84  sp.  gr.);  and  centrifuge 
machine. 

Procedure. — Five  c.c.  of  the  gasoline  are  run  into  a  clean  dry 
bottle  from  the  burette  or  pipette,  cooled  for  a  minute  or  two 
by  immersion  in  ice-water,  and  200  per  cent,  by  volume  of  sul- 
phuric acid  (1.84  sp.  gr.)  is  added  from  a  small  graduate.  A 
rubber  stopper  then  is  placed  in  the  bottle  and  the  contents  are 
shaken,  first  slowly,  then  vigorously,  with  a  rotary  motion,  for 
several  minutes. 

calculating  the  percentages  of  aromatics  from  data  secured  by  thesulphona- 
tion  method  of  Thole: 

Benzene  =  100[(6i  -  ki)  -  oi]/ (0.855  -  oi). 

Toluene  =  100[(62  -  kt)  -  a2l/(0.872  -  a,). 

Xylene    =  100[(6,  -  kz)  -  o,]/(0.868  -  as). 

ai,  02  and  os  are  the  respective  specific  gravities  after  removal  of  the 
benzene,  toluene  and  xylene. 

bi,  bi  and  &s  are  the  respective  specific  gravities  before  sulphonation. 

k  is  the  amount  by  which  the  specific  gravity  of  a  mixture  of  that  per- 
centage of  the  aromatic  hydrocarbon  and  gasoline  is  lowered  by  the  expan- 
sion which  occurs  on  mixing  them.  The  above-cited  authors  give  graphs 
for  the  values  of  k. 

See  also  this  Chapter,  page  62;  and  Chapter  IX,  page  199.  On  benzol 
mixtures  as  motor  fuels,  see  Mackie,  Canadian  Chem.  J.,  3,  295. 

The  use  of  mixed  motor  fuels  is  still  in  its  infancy,  but  mixtures  have 
been  adopted  which  show,  under  certain  conditions,  some  advantages  over 
motor  gasoline.  The  British  Air  Forces  use  a  mixture  of  20  per  cent,  of 
benzol  and  80  per  cent,  of  petrol  (see  Chem.  Age  (Eng.),  2  (1920),  16). 
**Alcogas"  is  a  mixture  of  38  parts  of  ethyl  alcohol,  19  parts  of  benzol, 
4  parts  of  toluol,  30  parts  of  gasoline,  and  7  J-^  parts  of  ethyl  ether  (see  Brit. 
Patents  128915,  128916  and  128917,  of  June  16,  1919).  On  benzene— gaao- 
Hne — alcohol  motor  fuels,  see  Chim.  ei  Ind.y  3  (1920),  761. 

1  Tech.  Paper  181. 

2  The  neck  should  be  graduated  so  that  at  least  5  c.c.  may  be  read  off. 
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The  gasoline  and  sulphuric  acid  then  are  separated  by  adding 
sulphuric  acid  until  the  surface  is  about  level  with  the  upper 
graduation  mark  on  the  neck  of  the  bottle,  and  allowing  to  stand 
overnight,  when  acid  again  is  added  until  the  gasoline  meniscus 
is  at  the  top  graduation  mark  on  the  neck  of  the  bottle.  A  read- 
ing of  the  volume  of  the  gasoline  remaining  then  is  made,  and  the 
loss  to  sulphuric  acid  is  calculated.  Instead  of  permitting  the 
bottle  to  stand  overnight,  it  may  be  placed  in  a  centrifuge 
(stoppered)  and  whirled  at  the  rate  of  500  to  1000  r.p.m.  for  two 
or  three  minutes. 

(B)  Iodine  Number. — The  iodine  number  represents  the 
percentage  of  iodine  absorbed.  This  value,  like  that  of  absorp- 
tion by  sulphuric  acid,  is  an  index  to  the  extent  of  the  unsatura- 
tion  of  the  product,  but  it  does  not  give  the  percentage  of 
unsaturated  compounds  in  the  gasoline;  in  fact,  absorption  by 
sulphuric  acid  will  come  nearer  to  indicating  the  percentage  of 
unsaturated  compounds.  According  to  Dean,  ^  the  iodine  number 
can  be  found  roughly  from  the  loss  to  sulphuric  acid,  by  multi- 
pl3nng  the  latter  by  6.5. 

The  method  of  Wijs^  generally  is  preferred  for  the  accurate 
determination  of  the  iodine  number.  The  Han,us  method,  if 
properly  applied,  is,  however,  satisfactory.'  On  account  of  the 
volatility  of  gasoline,  care  should  be  taken  in  weighing  out  the 
sample  (0.1-0.15  g.  in  25  c.c.  of  iodine  solution)  for  analysis 
that  there  is  no  loss  by  evaporation. 

(C)  Sulphur. — Sulphur  in  gasoline  may  be  detected  by  the 
method  given  on  page  8.  It  may  be  determined  quantitatively 
by  the  method  described  by  Lomax,*  wherein  a  weighed  quantity 
of  the  gasoline  in  solution  in  absolute  ethyl  alcohol  is  burned  in 
a  lamp  of  special  construction  and  the  products  of  combustion 
are  drawn  through  a  N/16  solution  of  sodium  carbonate,  1  c.c. 
of  which  equals  0.001  g.  of  sulphur;  finally  the  sodium  carbonate 
solution   is   titrated    with  N/32  sulphuric  acid  (see  Fig.  28). 

Free  sulphur  in  gasoline  is  detected  during  the  corrosion  and 
gumming  test  (see  page  61). 
The  ''doctor''  test,  which  has  been  in  use  by  the  Standard  Oil 

»  Bureau  of  Mines  Tech.  Paper  181. 

'See  page  21. 

» Cf.  Radcliffe  and  Polychronis,  J.  Soc.  Chem.  Ind,,  35  (1916),  340; 
and  Dean,  supra. 

*  /.  Imt,  Pet.  Tech.,  4  (1917),  6.  On  sulphur  in  gasoline,  see  Francis, 
Science,  62  (1920),  256. 
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Company  since  the  introduction  of  the  Frasch  process,  for  the 
detection  of  certain  types  of  decompoBable  sulphur  compounds, 
was  included  in  war-time  specifications  for  aeroplane  gaBoUne. 
It  does  not  indicate  the  actual  presence  or  absence  of  sulphur  in 
gasoline,  and,  in  fact,  products  that  have  been  refined  to  pass 
this  test  may  contain  a  larger  percentage  of  sulphur  than  before 
treatment.  But  gaaoline  not  complying  with  the  "doctor"  test 
is  likely  to  decompose  in  storage  with  the  development  of  a 
yellow  color  and  an  offensive 
odor.  In  addition,  there  is  the 
possibility  that  gasoline  sour  to 
the  "doctor"  test  may  have 
been  the  cause  of  certain  re- 
ported corrosion  of  metal  parts 
of  carbureters.'  The  details  of 
the  test  follow. 

Apparatus  and  Reagents. — 
Sodium  plumbite,  or  "doctor" 
solution  (prepared  by  dissolving 
125  g.  of  sodium  hydroxide  in  a 
liter  of  distilled  water,  adding  60 
or  70  g.  of  litharge  and  shaking 

""       for  20  minutes,  finally  filtering 
Fio.  38. — Lamp  apparatus  for  the  de-     ,,  ,  .     r      <       .      %     n 

termination  of  auiphur.  through  a  mat  of  asbestos) ;  flow- 

ers of  sulphur;  and  test-tubes. 

Procedure. — 10  c.c.  of  gasoline  and  5  c.c.  of  "doctor"  solution 
are  shaken  together  in  a  test-tube  for  15  seconds.  A  small 
pinch  of  flowers  of  sulphur  then  is  added,  and  the  whole  is  agitated 
for  15  seconds  more.  Enough  sulphur  should  be  used  so  that 
the  entire  quantity  floats  on  the  surface  separating  the  gasoline 
from  the  "doctor  "  solution.  If  the  gasoline  is  discolored  or  if  the 
sulphur  film  is  so  dark  that  the  yellow  color  of  the  sulphur  Is 
noticeably  masked,  then  the  test  should  be  reported  as  positive. 
If  the  sulphur  film  is  bright  yellow,  or  is  only  slightly  discolored 
with  gray  or  flecked  with  black,  then  the  test  should  be  reported 
as  negative. 

Many  petroleum  chemists  prefer  to  determine  the  sulphur  in 
gasoline  as  well  as  in  other  products  by  the  method  of  combustion 
in  a  bomb  with  oxygen,  the  heat  of  combustion  being  found  at 


'  On  tlic  principles  ot  the  ' 
Petroleum,  7  (1919),  23,  96,  98, 


Q  ScHWABTz  and  Nci^n, 
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the  same  time  (see  Chapter  I,  page  7).  The  main  objection  to 
the  lamp  method  is  the  possibility  of  incomplete  combustion  of 
the  sulphur  compounds.  However,  it  must  be  remembered  that 
the  lamp  method  has  the  advantage  of  the  use  of  larger  samples 
and  of  a  form  of  apparatus  which  may  be  improvised  readily  from 
apparatus  found  in  any  laboratory. 

(D)  Heat  of  Combustion. — It  is  recommended  that,  wher- 
ever possible,  this  determination  be  carried  out  by  means  of  the 
oxygen  bomb,  the  sample  being  enclosed  in  a  gelatin  capsule  of 
known  heat  value. 

At  this  point  it  is  of  advantage  that  the  distinction  between 
total  and  net  heating  valries  be  made.  The  total  heat  value  is  that 
found  by  the  method  of  determination.^  The  net  heat  value 
is  the  datum  which  is  of  interest  when  considering  practical  com- 
bustion— in  the  internal  combustion  engine,  for  example,  where 
the  products  are  carried  ofif  at  a  temperature  higher  than  100°C. 
(212°F.).  It  may  be  defined  as  the  total  heat  value  minus  the 
sum  of  the  latent  heat  of  vaporization  at  100°C.  of  the  amount  of 
water  (if  any)  present  in  the  fuel,  together  with  that  of  the  fur- 
ther amoimt  of  water  which  is  formed  by  its  combustion. 

(E)  Corrosion  and  Gumming  Test.  Apparatus  and  Rea- 
gents.— ^Freshly  polished,  hemispherical  dish  of  spun  copper, 
approximately  3J^  in.  in  diameter;  and  an  analytical  balance. 

Procedure. — Weigh  the  -copper  dish,  then  fill  it  with  gasoline  to 
within  %  in.  of  the  top,  and  evaporate  on  the  water-bath  until 
all  volatile  portions  are  gone;  finally  cool  in  a  desiccator  and 
weigh.  It  is  specified  that  if  the  gasoline  contains  undesirable 
gum-forming  constituents,  there  will  be  a  weighable  deposit 
left  on  the  bottom  of  the  dish;  and  if  elementary  sulphur  is  dis- 
solved in  the  gasoline,  the  bottom  of  the  dish  will  be  colored 
black,  giving  a  positive  test.  No  discoloration  or  a  gray  or 
brown  color  is  to  be  reported  negative. 

(F)  Spontaneous  Ignition  Temperature. ^ — The  test  con- 
sists in  allowing  one  drop  of  gasoline  to  fall  on  a  platinum  cru- 
cible heated  to  a  desired  temperature.     If  the  temperature  is 

'  When  the  determination  Is  carried  out  in  a  bomb  or  calorimeter,  the 
water  in  the  sample,  as  well  as  that  formed  by  combustion,  gives  up  con- 
siderable heat  when  cooled  to  the  temperature  of  the  surrounding  water. 
On  calorimetric  determinations,  see  page  503. 

'MoOBB,  /.  Soc.  Chem.  Ind.,  36  (1917),  109;  and  Lomax,  J.  Inst.  Pet. 
Tech.,  4  (1917),  No.  13,  25.  See  also  Moore,  Automobile  Eng.,  1918,  245; 
and  /.  Inst.  Pet.  Tech.,  6  (1920),  No.  22,  186. 
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much  higher  than  the  ignition-point,  a  sharp  explosion  takes 
place  almost  immediately;  if  below  the  ignition  point,  no  explo- 
sion will  occur.  The  lowest  temperature  at  which  an  explosion 
takes  place  is  called  the  spontaneous  ignition  temperature.  This 
temperature  is  of  interest  to  automobile  engineers  with  relation 
to  the  compression  limits;  in  fact,  it  determines  the  limits  of 
compression  pressure  which  may  be  employed.  It  is  well-known 
that  benzene  and  ethyl  alcohol  will  stand  higher  compressions 
without  pre-ignition  than  will  motor  gasoline;  the  reason  for 
this  is  to  some  extent  explained  when  it  is  known  that  the  spon- 
taneous ignition  temperatures  in  pure  oxygen  are  as  follows: 
benzene,  566°C.  (1051°F.);  ethyl  alcohol,  395°C. '  (743°F.) ;  and 
motor  gasoline,  270°  -  280°C.  (518°  -  536°F.),  these  tempera- 
tures being  higher  in  air  than  in  pure  oxygen.  Additional  ex- 
perimental work,  however,  is  required  before  the  method  can  be 
employed  as  a  standard  t^st. 

(G)  Composition. — The  problem  of  the  determination  of  the 
proportions  of  paraffins,  olefines,  aromatic  hydrocarbons,  and 
naphthenes  in  motor  gasoline,  as  well  as  in  all  classes  of  petroleum 
oils,  is  of  techno-chemical  interest.  This  has  been  attacked  with 
greater  or  less  success  by  means  of  fractional  distillation  combined 
with  fractional  solution  in  liquid  sulphur  dioxide  by  Edeleanu's 
method,^  and  by  S.  E.  Bowrey's  modification  of  Edeleanu's 
method  at  lower  temperatures,^  whife,  among  others,  F.  M. 
Perkin  has  investigated  Valenta's  proposal  for  the  use  of  dime- 
thyl sulphate  as  a  fractional  solvent  for  aromatic  compounds  and 
olefines.^ 

A  further  important  paper  on  Edeleanu's  method  of  separation 
as  used  for  motor  gasoline  and  kerosene  has  been  published 
recently  by  R.  J.  Moore,  J.  C.  Morrell  and  G.  Eglofif.*  These 
authors  used  liquid  sulphur  dioxide  at  temperatiu^es  of  —  10**C. 
and  —  18°C.  for  treating  known  binary  and  ternary  mixtures  of 
pure  toluene,  benzene,  p-xylene,  mesitylene,  hexylene,  octylene, 

'  hoc.  cit  (see  page  34). 

*  J.  Inst.  Pet.  Tech.,  3  (1917),  No.  12,  287. 

3  Ibid.,  311.  On  the  use  of  dimethyl  sulphate,  see  Valbnta,  Chem.-Ztg., 
30  (1906),  266;  Perkins  and  Harrison,  Analyst,  33  (1908),  2;  Reevss  and 
Lewis,  J.  Ind.  Eng.  Chem.,  5  (1913),  293;  Sommbr,  ibid.,  2  (1910),  6;  and 
Church  and  Weiss,  ibid.,  6  (1914),  396.  Rittman,  Twomey  and  Egloff 
{Met.  Chem.  Eng.,  13  (1915),  683)  have  reported  that  dimethyl  sulphate  is 
of  no  utility  in  the  estimation  of  aromatic  hydrocarbons  in  cracked  petroleum. 

*Met.  Chem.  Eng.,  18  (1918),  396. 
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cyclohexane,  and  other  pure  naphthenes,  with  pure  light  paraffins. 
They  state  that  very  good  results  can  be  obtained,  provided  the 
liquid  sulphur  dioxide  used  forms  a  sufficiently  large  proportion 
of  the  whole  mixture,  and  the  hydrocarbons  in  the  mixture  from 
which  it  is  desired  to  separate  one  or  more  of  them  are  also  within 
certain  specified  limiting  proportions.  Contrary  to  the  previ- 
ously accepted  view,  they  also  find  that  naphthenes  of  low  boil- 
ing-point can  be  separated  completely  from  paraffins  of  low 
boiling-point  if  a  sufficiently  large  volume  of  sulphur  dioxide  is 
used.  It  is  worthy  of  note  that  in  all  these  mixtures  it  is  the 
denser  constituent  which  is  preferentially  soluble  in  the  sulphur 
dioxide. 

(H)  Vapor  Pressure.^ — The  following  method  is  the  one  pre- 
scribed by  the  Bureau  of  Explosives  in  connection  with  the  ship- 
ment of  gasoline  (especially  casinghead  gasoline)  in  tank  cars. 

Apparatus  (see  Fig.  29). — Tube;  pressure  gage;  water-bath 
for  heating  tube;  and  thermometer. 

Procedure. — Remove  the  gage  from  the  tube  and  fill  the  tube 
to  90  per  cent,  of  its  capacity.  This  is  done  preferably  by  lower- 
ing the  tube  into  the  storage  tank  in  an  upright  position  by  means 
of  a  cord  or  wire.  Leave  the  tube  immersed  for  several  minutes, 
then  withdraw  it,  and  pour  off  liquid  until  the  tube  contains  90 
per  cent,  of  its  capacity.  A  small  measure  having  a  capacity  of 
10  per  cent,  of  the  tube  should  be  used  for  this  purpose. 

In  case  it  is  impracticable  to  lower  the  tube  into  the  storage 
tank,  draw  the  liquid  off  into  a  vessel  of  a  capacity  about  equal 
to  that  of  the  tube.  Pour  the  liquid  into  the  tube  until  it  is 
about  half-filled.  Shake  the  tube  and  its  contents  gently  in 
order  to  bring  both  to  the  same  temperature.  After  standing 
for  several  minutes,  pour  out  the  liquid  from  the  tube.     Now 

^  Vapor  pressure  (or  tension)  determinations  give  direct  information  as 
to  the  probable  behavior  of  motor  fuels  as  regards  easy  starting  and  "flex- 
ibility," and  therefore  are  considered  by  some  automobile  engineers  in  the 
evaluation  of  gasolines.  Benzene  and  good  quality  gasolines  possess  high 
vapor  pressures,  and  benzene  also  has  the  property  of  raising  the  ignition- 
point  of  mixtures.  The  explosive  range  is  accorded  attention  in  adjusting 
carbureting  devices,  so  that  the  throttle  scale  may  fall  within  the  range,  and 
the  lower  limit  requires  consideration  in  connection  with  vapor  tension  for 
fuels  which  are  only  explosive  in  mixtures  containing  comparatively  high 
percentages.  On  the  determination  of  vapor  tension,  see  Philip,  J.  Inst. 
PeL  Tech,,  6  (1920),  No.  21,  31;  and  Moore,  J.  Soc.  Chem.  Ind.,  39  (1920), 
78T. 
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draw  another  sample  from  the  storage  tank  into  the  cylinder 
and  pour  it  through  the  funnel  into  the  tube  until  the  latter 
18  entirely  filled.  Withdraw  j-fo  ^  before.  Screw  the  gage- 
tightly  into  position. 

Immerse  the  tube  in  water  at  70T.  and  allow  it  to  remain  for 
five    minutes   (the  water  should  be  stirred 
conatandy).     Remove  the  tube  from  the  water 
and  unscrew  the  gage  sufficiently  to  relieve 
the    pressure   indicated  by  the   gage  for  20 
seconds,  then  screw  the  gage  tightly  into 
place   again.     Place  the  tube  in  water  at  a 
.^^...       temperature  of  lOOT.  (WF.  from  Nov.  1  to 
Wt^p"'/''''^    March  1).     The  level  of  the  water  must  be 
III  just  below  the  lower  edge  of  the  pressure 

jlljL-»*W(-o>-     gage.     Stir  the  water  continually  and  main- 
IIIJIIIIII         tain  the  temperature  exactly  constant  for  ten 
minutes,  then  tap  the  gage  lightly  with  the 
fingers  and  read  the  pressure. 

A  correction  of  pressure  figures  should  be 
made  according  to  the  initial  temperature  of 
the  gasoline,  as  follows: 

For  tests  on  samples  taken  at  a  temperature 
of  SS-SCF.,  deduct  1  pound. 

For  tests  on  samples  taken  at  a  tempera- 
ture of  40-49''F.,  deduct  2  pounds. 

For  tests  on  samples  taken  at  a  temperature 
of  below  40°F.,  deduct  3  pounds. 

In  making  reports,  the  density  of  the  liquid, 
^rl^Z  ^th   *'^®  temperature  of  the  liquid  as  placed  in  the 
uBsd   tube,  the  pressure  of  the  liquid  at  a  tempera- 
•**■   ture  of  70°F.  before  venting  the  tube,  and  the 
corrected    pressure    at    100°F.    (90°F.    from 
Nov.  1  to  March  1)  after  venting  at  TO^F.,  should  be  recorded. 

6.  Rules  for  the  Shipment  of  Gasoline. — The  Interstate  Com- 
merce Commission's  regulations  for  the  shipment  of  gasoline, 
are  presented  in  the  Appendix,  page  334. 

6.  Gasoline  Specifications.— Government  specifications  for 
gasoline,  may  be  found  in  the  Appendix,  page  333-^ 

7.  Results  of  Tests. — ^Reports  in  all  cases  should  include  the 
results  of  the  following  tests: 

■  See  also  Dean,  Bureau  of  Minca  Tech.  Paper  168, 
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(1)  Gravity  in  Baum6  degrees  at  60*^. 

(2)  Odor,  color,  acidity,  water  and  dirt. 

(3)  Volatility.  (A)  Tabulated  results  of  the  distillation, 
which  should  include  temperatures  (observed  and  corrected) 
corresponding  to  each  10  c.c.  of  distillate  collected,  over-point, 
dry-point,  and  distillation  loss.  (B)  Distillation  curve  plotted  in 
ink  on  coordinate  paper.  (C)  Barometric  pressure.  Tempera- 
tures should  be  reported  in  both  Fahrenheit  and  Centigrade. 
Fahrenheit  =  1.8  X  Centigrade  +  32. 

In  special  cases  the  other  tests,  such  as  the  ''doctor"  test,  loss 
to  sulphuric  acid,  etc.,  should  be  carried  out. 

n.  PETROLEUM  ETHER,  SOLVENT  GASOLINE,  AND  CLEANING  OIL 

Petroleum  Ether, — The  following  description  is  taken  from  the 
Pharmacopoda  of  the  United  Stoies  of  America:^ 

Benzihum  Purijicaium^ — A  purified  distillate  from  American 
petroleum  consisting  of  hydrocarbons,  chiefly  of  the  marsh-gas 
series.  Preserve  it  carefully  in  well-closed  containers,  in  a  cool 
place,  remote  from  fire. 

Purified  petroleum  benzine  is  a  clear,  colorless,  non-fluorescent, 
volatile  liquid,  of  an  ethereal  or  faint  petroleum-like  odor,  and 
having  a  neutral  reaction.  It  is  highly  inflammable  and  its 
vapor,  when  mixed  with  air  and  ignited,  explodes  violently. 

It  is  practically  insoluble  in  water;  freely  soluble  in  ethyl 
alcohol,  and  miscible  with  ethyl  ether,  chloroform,  benzene,  vola- 
tile oils,  and  fixed  oils,  with  the  exception  of  castor  oil.  It  has 
a  specific  gravity  of  0.638  to  0.660  at  25*^0.  and  distils  completely 
between  40**  (104°F.)  and  80°C.  {ll&'Y.).  Evaporate  10  mils 
(approximately  10  c.c;  see  page  173)  of  purified  petroleum  ben- 
zine from  a  piece  of  clean  filter  paper;  no  greasy  stain  remains, 
and  the  odor  is  not  disagreeable  nor  notably  sulphuretted.  Not 
more  than  0.0015  g.  of  residue  remains  on  evaporating  50  mils  of 
purified  petroleum  benzine  at  a  temperature  not  exceeding  40*^0. 
Boil  10  mils  of  purified  petrolemn  benzine  for  a  few  minutes 
with  one-fourth  its  volume  of  an  alcoholic  solution  of  ammonia 
(1  in  10)  and  a  few  drops  of  silver  nitrate  T.S. ;  the  liquid  does  not 
turn  brown  (pyrogenous  products  and  sulphur  compounds). 

Add  5  drops  of  purified  petroleum  benzine  to  a  mixture  of  40 

drops  of  sulphuric  acid  and  10  drops  of  nitric  acid  in  a  test-tube, 

'  Ninth  revision,  74. 

*  Purified  petroleum  benzine,  benzin.  purif.,  or  petroleum  ether, 
e 
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warm  the  liquid  for  about  ten  minutes,  set  it  aside  for  half  an 
hour,  and  dilute  it  in  a  shallow  dish  with  water;  no  odor  of  nitro- 
benzene is  evolved  (benzene). 

Solvent  Gasoline, — A  distillation  curve  for  solvent  gasoline^  is 
presented  in  the  Appendix ^  page  352.  The  product  should  be 
composed  of  *' natural*'  hydrocarbons  so  refined  that  on  dis- 
tillation there  is  no  decomposition  with  the  formation  of  sulphur 
dioxide  or  of  higher  boiling  polymerization  products.  It  may  be 
observed  from  the  distillation  curve  that  the  product  is  fairly 
** close-cut;"  that  is,  the  initial  and  final  boiling-points  are  com- 
paratively close  together. 

Cleaning  oil  (** cleansing  oil")  is  a  ** close-cut"  naphtha  prod- 
uct of  boiling-point  120*^0.  (248°F.)  to  150**a  (302°F.).  It 
should  combine  the  highest  possible  flash-point  with  the  lowest 
final  boiling-point  consistent  with  that,  and  should  possess  a 
good  odor  and  color.  This  product  is  used  for  dry-cleaning.  Other 
grades  of  deodorized  naphtha  are  marketed  for  use  in  paint, 
varnish  and  soap  making.  A  distillation  curve  for  naphtha  is 
given  in  the  Appendix y  page  352. 

Methods  recommended  for  the  examination  of  turpentine 
substitutes  are  as  follows:  Determination  of  color,  gravity,*  resi- 
due, and  percentage  of  matter  insoluble  in  sulphuric  acid  by  the 
ordinary  methods  of  turpentine  analysis.  Distillation  may  be 
carried  out  by  the  method  given  on  page  343.  The  flash-point 
should  not  be  below  85*^.'  The  evaporation  test  is  made 
by  placing  2  c.c.  of  the  sample  and  the  same  amount  of  a  standard 
substitute  in  watch-glasses  in  close  proximity  to  one  another  and 
allowing  the  liquids  to  evaporate  at  room  temperature.  The 
sample  examined  should  not  require  longer  to  evaporate  com- 
pletely than  the  standard  substitute.     In  special  cases  1,000  c.c. 

^  Solvent  gasoline  should  not  be  confused  with  solvent  naphtha,  a  coal-tar 
product.     See  discussion  by  Bacon  and  Hamor,  lib.  cit.^  2,  887. 

*  "Turpentine  substitutes"  vary  in  gravity  from  40**  to  68**  B^.  ^usually 
48**  to  52°);  and  as  they  are  intended  for  paint  thinners  and  for  admixture 
with  turpentine,  they  should  evaporate  without  leaving  residues  or  stains 
(see  Bacon  and  Hamor,  lib.  cit.j  2,  918).  On  the  use  of  benzine  and  other 
petroleum  products  as  substitutes  for  turpentine  in  thinning  paints,  see 
Gardner's  "Paint  Researches,"  1917,  249;  and  Circ,  94,  Educational 
Bureau,  Sci.  Sect.,  Paint  Mfrs.  Assoc.  U.  S.,  May,  1920. 

'  The  U.  S.  Railroad  Administration  1918  specifications  for  "mineral 
spirits"  for  paint-making  require  that  the  flash-point  shall  not  be  less  than 
85°F.  (b.p.,  265*'F.-470'*F.;  97  per  cent,  below  470^^.). 
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of  the  material  under  examination  may  be  distilled  until  100  c.c. 
remain.  This  residue  then  is  distilled  by  a  standard  method  to 
determine  the  properties  of  the  high  boiling  10  per  cent,  fraction 
of  the  sample.  In  thinning  paints  and  varnishes,  a  very  im- 
portant  point  to  consider  in  the  selection  of  mineral  spirits  is 
that  of  solvent  properties. 


CHAPTER  III 

THE  EXAMINATION  OF  ILLUMINATING  OILS 

1.  Relative  Importance  of  Tests. 

2.  Specific  Gravity  and  Baum4  Gravity. 

3.  Flash-  and  Burning-Points: 

Bureau  of  Mines  Apparatup;  Tagliabue  Closed-Cup  Apparatus; 
and  New  York  State  Board  of  Health  Apparatus  (Elliott)  and 
Tagliabue  Open-Cup  Apparatus. 

4.  Sulphur. 

5.  Color. 

6.  Distillation. 

7.  Lamp-Test. 

8.  Other  Tests  Relating  to  Illuminating  Oils: 

Acidity;  Cloud- Point;  Mineral  Salts;  and  Viscosity. 

9.  Classification  of  lUuminating  Oils. 
10.  Specifications  for  Illuminating  Oils. 

1.  Relative  Importance  of  Tests. — Ordinarily,  the  only  tests 
necessary  in  the  examination  of  illuminating  oils  are  the  deter- 
mination of  specific  gravity,  flash-point  and  color,  and  the  lamp- 
test.^  If  the  results  of  the  lamp-test  prove  unsatisfactory,  other 
tests  may  be  applied  for  the  purpose  of  definitely  locating  the 
trouble. 

The  determination  of  odor  requires  considerable  experience,  for 
it  involves  the  exercise  of  judgment  and  consideration  to  the 
crude  from  which  the  illuminating  oil  is  derived.  It  is  necessary 
that  the  odor  be  sweet.  In  addition,  no  bad  odor  should  result 
on  burning  the  oil. 

2.  Specific  Gravity  and  Baum6  Gravity. — The  specific  gravity 
is  determined  by  the  methods  described  under  gasoUne  (see 
page  41);  the  value  obtained  is  changed  into  Baum^  degrees  at 
60*^.  (see  the  AppendiXf  page  312). 

3.  Flash-  and  Burning-Points. — The  flash-point  is  the  tem- 
perature at  which  an  oil  gives  off  vapor  in  sufficient  volume  to 
cause  a  flash  (a  burning  of  the  explosive  mixture  of  air  and  vapor) 

*  On  the  history  of  the  stabilization  of  the  manufacture  and  quality  of 
kerosene,  sec  Chandler,  Cheju.  Met.  Eng.,  22  (1920),  156  et  seq. 

08 


EXAMINATION  OF  ILLUMINATING  OILS  69 

when  a  flame  is  applied  to  the  space  above  the  oil  under  certain 
definite  empirical  conditions.  The  bm-ning-point  or  fire-test 
is  the  temperature  at  which  continuous  burning  takes  place  when 
a  flame  is  applied  to  the  space  above  the  oil.  These  tests  are 
important  in  connection  with  ascertaining  the  fire-hazard;  in 
fact,  the  flash-test  is  quite  essential  since  it  is  the  real  measure  of 
inflanmiability. 

The  testers  used  for  determining  the  flash-  and  burning-points 
of  oils  are  either  of  the  open-  or  closed-cup  type,  the  former 
^ving  results  which  are  higher  than  the  latter  because  the  vapor 
is  not  prevented  from  diffusing  freely  into  the  air.  The  appa- 
ratus, especially  the  open-cup  tester,  should  be  placed  in  a  small 
box  painted  black  on  the  inside  (to  faciUtate  the  recognition  of 
the  flash  or  burning),  and  open  on  one  side  and  on  the  top,  when 
carrying  out  the  test. 

The  rate  of  heating  of  ordinary  lamp-oil  having  a  fire-test  up 
to  150°F.  should  be  about  2°F.  per  minute.  Mineral  seal  or  other 
oils  of  300°F.  fire-test  should  be  heated  at  the  rate  of  7°  to  S^'F. 
per  minute.^  Oils  which  contain  water  will  have  a  higher  flash- 
point than  those  free  from  that  impurity.  Before  making  a 
test  for  flash-  or  burning-point,  the  oil  should  be  viewed  in  an 
oil-sample  bottle,  and,  in  case  the  oil  is  not  clear,  it  should  be 
treated  to  remove  the  dispersed  water.  For  this  purpose,  fil- 
tration through  dry  filter-paper,  centrifuging,  or  treatment  with 
fused  calcium  chloride  is  employed.^ 

For  accurate  work,  the  observed  temperatures  (except  when 
using  special  thermometers)  should  be  corrected  for  the  exposed 
portion  of  the  thermometer  stem  by  the  method  described  under 
gasoline  (see  page  52)  and  for  deviation  from  normal  pressure 
according  to  the  Appendix,  page  348. 

Allen  and  Crossfield  have  made  a  detailed  study  of  the  flash- 
points of  oils  and  recommend  the  use  of  a  modified  Pensky- 

>  Tests  on  mineral  seal,  mineral  colza,  mineral  sperm,  300^  fire-test,  and 
signal  oils  usually  are  taken  in  refineries  with  the  Cleveland  open -cup  tester, 
the  testing  being  started  at  210°F.     On  this  apparatus,  see  page  103. 

'  The  electrical  method  of  Cottrell  also  may  be  used.  See  Bureau  of 
Mines  Tech,  Paper  40.  According  to  Philip  (J.  Soc.  Chem.  Ind.j  38  (1919), 
394R),  generally  speaking,  discrepancies  in  the  observed  flash-points  are 
greater  in  the  case  of  moist  oils  than  in  the  case  of  dry  ones.  It  is,  however, 
unnecessary  completely  to  dry  oils  having  a  flash-point  of  less  than  200°F. 
before  making  tests. 
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Martens  or  Abel-Pensky  apparatus.*  Other  forms  of  testers 
used  widely  are  the  Tagliabue  closed-cup,  the  Tagliabue  open- 
cup,  the  Foster  and  the  Elliott.  In  case  of  dispute  as  to  the 
true  flash-point,  the  use  of  the  Bureau  of  Mines  apparatus  is 
advised. 

For  a  list  of  the  State  illuminating-oil  inspection  tests,  see 
the  Appendix,  page  349. 

The  testers  described  herein  for  the  determination  of  flash-  and 
burning-points  arc  as  follows:  (A)  the  Bureau  of  Mines  modified 
Pensky-Martens  and  Abel-Pensky;  {B)  the  Tagliabue  closed-cup; 
and  (C)  the  ElUott  (New  York  State  Board  of  Health)  and  the 
Tagliabue  open-cup. 

(A)  Modified  Pensky-Martens  and  Abel-Pensky  Appa- 
ratus.— The  Abel-Pensky  apparatus,  shown  in  Fig.  30,  has  a 
w^ater-bath  and  is  adapted  especially  to  oils  having  low  flash- 
points. The  modified  Pensky-Martens,  shown  also  in  Fig.  30, 
may  be  used  successfully  for  almost  any  oil.  The  parts  shown  in 
Fig.  30  are  as  follows;  1,  water-bath  container;  2,  jacket;  3,  base- 
leg;  4,  base-ring;  5,  air-bath  device;  6,  jacket;  7,  gauze-frame  and 
gauze;  8,  cup-lifter;  9,  cover-lifter;  10,  oil-cup;  11,  oil-cup  cover; 
12,  overflow-cover;  13,  stirrer;  14,  stirrer-shaft;  15,  stirrer-eheave; 
16,  clock  mechanism;  and  17,  thermometers. 

Procedure  for  hlash-PovUy  according  to  Allen  and  Crossfield. — 
The  approximate  flash-point  of  an  oil  to  be  tested  should  be 
ascertained  first  by  a  preliminary  test  carried  out  by  heating  the 
sample  so  that  the  temperature  will  rise  at  the  rate  of  3°C.  per 
minute,  and  applying  the  test  after  each  5**  rise  until  the  halo  (see 
infra)  appears  and  then  at  each  1°  rise  until  the  flash  occurs.  The 
test  afterwards  should  be  repeated  carefully,  in  the  following 
manner: 

The  sample  and  the  oil-cup  first  must  be  brought  to  a  tempera- 
ture of  at  least  l^fC  below  the  approximate  flash-point  of  the 
oil,  by  standing  the  cup  in  an  ice  mixture,  if  necessary,  before 
the  cup  is  adjusted  in  the  bath.  The  lower  edge  of  the  overflow 
aperture  is  greased  on  its  outer  side  to  induce  ready  overflow 
when  the  oil  expands.  The  clean,  dry  cup  then  is  placed  in  the 
bath,  and  the  sample  is  run  into  the  cup  with  the  aid  of  a  glass  pip- 

*  Bureau  of  Mines  Tech.  Paper  49.  For  a  review  of  the  literature  on 
flash-point  determination  and  explosion  hazards  of  kerosene,  see  Robson 
and  With  ROW,  OU^  Paint  and  Drug  Reporter,  9€  (1919),  No.  4,  30,  and  No, 
5,  17. 
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ette  until  the  filling-point  just  disappears  under  the  surface,! 
seen  by  tight  reflected  from  the  surface  of  the  oil.  Care  must  be 
taken  not  to  splash  the  oil  to  the  sides  of  the  cup  and  not  to  have 
froth  formed  on  the  oil.  All  bubbles  on  the  surface  of  the  oil 
must  be  punctured  with  a  heated  wire.  In  case  too  much  oil 
has  been  run  accidentally  into  the  cup,  the  cup  must  be  emptied, 
washed  clean  with  a  good  solvent  (e.g.,  naphtha),  wiped  dry,  and 
a  fresh  filUng  made.  After  the  filling  has  been  done  correctly, 
adjust  the  cover  and  thermometer  immediately,  light  the  teat 


show  partH. 


flame,  and  regulate  it  fo  the  size  of  the  ivory  bead  on  the  i 
I  that  is,  so  that  it  will  burn  0.1  cu.  ft.  of  coal  gas  per  hour. 

Allow  the  apparatus  to  stand  10  minutes,  to  give  time  for  the  oil 
L  vapors  to  accumulate,  meanwhile  stirring  regularly  and  con- 
[  atantly  at  one  revolution  per  second.  Then  light  the  gas  flame 
J  below  the  bath  and  adjust  it  to  such  a  height,  as  determined  by 
,  preliminary  tests,  that  the  temperature  of  the  oil  will  rise  at  the 
I  rate  (if  alwuf  2°C.  per  minute.  Warm  to  within  5°C.  of  the  pre- 
[  determined  flash-point  and  expose  the  test  flame  for  exactly 
f  one  second  by  means  of  the  mechanism  provided  on  the  cover. 

Continue  stirring  untl  makina;  the  exposure  at  each  0.5''C.  rise 
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in  the  temperature  until  the  flash  occurs.  Particular  care  must 
be  taken  that  the  cup  is  not  subjected  to  drafts  during  the  test 
and  that  the  breath  of  the  operator  is  not  allowed  to  interfere, 
particularly  at  the  moment  the  test  flame  is  exposed  to  the  vapors. 
It  will  be  noted  that,  when  the  oil  is  about  5*^0.  below  the  flash- 
point, the  test  flame,  as  it  is  exposed  to  the  vapor,  will  be  sur- 
rounded by  pale-blue  halo,  which  gradually  increases  in 
intensity  until  a  sudden  inflammation,  or  gentle  explosion,  of  the 
vapors,  or  the  "flash  '*  jccurs.  The  temperature  at  which  this 
takes  place,  as  registered  by  the  thermometer  in  the  oil-,  is  the 
flash-point.  With  fuel-oil  residues  or  with  poorly  refined  oils 
from  which  a  small  quantity  of  low-flashing  fractions  is  being 
liberated  continually,  the  described  halo  may  appear  first  at  a 
temperature  as  much  as  30°C.  below  the  flash-point. 

The  test  always  should  be  repeated  with  a  fresh  sample.  The 
first  sample  should  be  thrown  away,  the  cup  washed  with  naph- 
tha, wiped  dry,  the  cup  and  water-bath  cooled  to  the  proper 
temperature,  and  the  test  repeated  exactly  as  described  above. 
Duplicate  tests  should  agree  within  0.5**C.  The  mean  of  the 
two  readings,  if  good  agreement  is  noted,  corrected  for  baromet- 
ric pressure,  is  considered  the  flash-point  of  the  oil. 

Burning-Point. — The  burning-point  is  that  temperature  at 
which  the  oil  ignites  and  continues  to  burn.  To  determine  the 
burning-point,  open  the  cover,  continue  the  heating,  and  expose 
the  test-flame  to  the  vapors  in  the  same  manner  as  when  taking 
the  flash-point,  until  the  oil  inflames  and  burns  continuously. 

(B)  The  Tagliabue  Closed-Cup. — See  Fig.  31,^  wherein 
A  is  the  thermometer  showing  the  temperature  of  the  oil;  B, 
the  thermometer  indicating  the  temperature  of  the  water*-bath; 
C,  the  oil-supply  chamber  for  the  test  flame  when  gas  is  not 
available,  mounted  on  the  axis  about  which  the  test  flame  is 
rotated,  which  axis  is  hollow  and  provided  with  a  connection  on 
the  end  for  the  gas  hose  and  also  with  a  needle-valve  for  control- 
ling the  gas  supply  when  gas  is  available,  the  gas  passing  through 
the  empty  oil  chamber;  D,  the  gas  or  oil  tip  for  the  test  flame; 
E,  the  cover  for  the  oil-cup,  provided  with  three  openings,  which 
are,  in  turn,  covered  by  a  movable  slide  operated  by  a  knurled  hand- 
knob,  which  also  operates  the  test  flame  burner  in  unison  with 
the  movable  slide,  so  that,  by  turning  the  knob,  the  test  flame 
is  lowered  into  the  middle  opening  in  the  cover  at  the  same  time 

^  American  Society  for  Testing  Materials  standard  for  turpentine  substitute 
(/Voc,  18(1918),  1,689). 
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that  this  opening  is  uncovered  by  the  movement  of  the  slide; 
F,  the  oil-cup;  G,  the  overflow  spout;  H,  the  water-bath;  J, 
the  body;  K,  an  alcohol  lamp;  and  L,  gas  hose. 

Procedure. — If  gas  is  available,  a  J^-in.  rubber,  tube  is  at- 
tached to  the  gas  connection  on  the  oil-cup  cover.  If  no  gas 
is  accessible,  the  test  flame  burner  tip  is  unscrewed  from  the  oil 
chamber  and  a  wick  of  cotton  cord  is  inserted  in  the  burner  tip, 
which  is  replaced.  A  small 
quantity  of  cotton  waste  and 
some  signal,  sperm  or  lard  oil 
are  placed  in  the  chamber,  the 
wick  is  lighted  and  the  test 
flame  adjusted  to  the  size  of  the 
small  white  bead  mounted  on  the 
top  of  the  apparatus. 

The  apparatus  should  be 
placed  firm  and  level,  and 
shielded  from  draughts  on  three 
sides.  Insert  the  bath  thermom- 
eter and  fill  the  water-balh  with 
water  at  a  temperature  at  least 
10"C.  below  the  probable  flash- 
paint  of  the  oil  to  be  tested.  A 
vessel  should  be  placed  under- 
neath the  overflow  spout  to  re- 
ceive the  excess  water  from  the 
bath. 

Next  insert  the  oil-cup  in 
place,  measure  50  c.c.  of  the  oil 
to  be  tested  and  place  it  in  the 
cup.  Destroy  any  bubbles  which 
may  be  on  the  surface  of  the  oil.  Adjust  the  cover  in  place  with 
the  thermometers  and  gas  tube  attached,  ignite  the  pilot  light 
and  regulate  the  flame  to  the  size  of  the  small  white  bead  on  the 
cover. 

Observe  and  record  barometric  pressure,  temperature  of  water- 
bath  and  temperature  of  oil. 

Light  the  heating  lamp  and  locate  it  centrally  at  the  base  of 
the  apparatus.  Regulate  the  flame  of  the  lamp  so  that  the  tem- 
perature of  the  oil  rises  at  the  rat«  of  I^C.  per  minute  (not  faster 
than  l.l'C.  nor  slower  than  O.Q'C). 
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When  the  temperature  of  the  oil  reaches  about  5''C.  below  the 
probable  flash-point  of  the  oil,  turn  the  knob  on  the  cover  so  as 
to  introduce  the  test  flame  into  the  cup  and  turn  it  promptly 
back  again.  -  Do  not  permit  it  to  snap  back.  The  time  consumed 
in  turning  the  knob  down  and  back  should  be  about  one  full 
second,  or  the  time  required  to  pronounce  distinctly  the  words 
"one  thousand  and  one." 

Observe  and  record  the  time  of  making  the  first  introduction 
of  the  test  flame  and  the  temperature  of  the  oil  at  the  time  of 
the  first  test. 

Repeat  the  application  of  the  test  flame  for  each  O.^^C  rise 
in  temperature  of  the  oil  until  there  is  a  flash  within  the  cup. 
Do  not  be  misled  by  the  halo  about  the  test  flame  or  by  the  slight 
'  flickering  of  the  flame;  the  true  flash  consumes  the  vapor  in  the 
top  of  the  cup  and  causes  a  very  slight  explosion. 

Record  the  time  and  temperature  at  which  the 

n  flash  occurs.     The  latter  is  the  flash-point. 

Repeat  Tests. — Having  completed  the  preliminary 
test,  lift  up  the  oil-cup  cover  and  wipe  off  the 
thermometer  bulb.  Lift  out  the  oil-cup,  remove 
the  oil,  and  wipe  out  the  cup  carefully.*  Pour 
water  into  the  water-bath,  permitting  it  to  over- 
flow until  the  temperature  is  at  least  S'C.  below 
the  flash-point  of  the  oil. 

Place  the  oil-cup  back  in  the  bath  and  measure 
into  it  50  c.c.  of  the  fresh  oil.  Destroy  any  bubbles 
on  the  surface  of  the  oil,  adjust  the  cover  in  place, 
and  proceed  to  make  a  second  test. 

The  experiments  should  be  repeated  until  checks 
are  had  to  within  ©.S^C.    Finally,  the  observed 
flash-point  is  corrected  to  standard  pressure  by 
ThoNow  York    the  use  of  the  Appendix,  page  348. 
H"«'i'th''jEM'i'       (f^^    New    York    State    BoAsn    of  Health 

ott)  apparatua.     APPARATUS        AND      THE       TaQLIABUB       OpEN-CuP 

Apparatus.— The  first-mentionedis  shown  in  Fig. 
32.  The  cup  is  covered  by  a  glass  plate  having  two  holes, 
one  for  the  thermometer  and  the  other  for  inserting  the  test 
flame.  In  making  the  test,  it  is  specified  that  the  test  flame 
be  inserted  into  the  hole  in  the  cover  to  a  distance  one-half 


'  It  may  he  advantageous  to  rii 
ether,  and  then  to  dry  carefully. 


i  the  cup  with  a  boIvgdI  Buch  as  ethyl 
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way  between  the  cover  and  the  oil,  with  "a  motion  steady  and 
uniform,  rapid,  without  any  pause."  In  filling  this  apparatus, 
enough  oil  is  poured  in  to  fill  the  cup  to  within  ^^-in.  of  the 
fiange  separating  the  cup  and  vapor-chamber  above. 

The  Tagliabue  open-cup  apparatus  (see  Fig.  33)  has  a  glass 
cup,  above  which  is  fastened  a  guide  wire  along  which  the  test 
flame  is  passed.  The  oil  cup  is  filled  to  within  3^-in.  of  the 
upper  level  edge.  In  using  any  form  of  open-cup  apparatus 
especial  care  should  be  taken  that  draughts  are  eliminated,  and 
that  the  flash  spreads  completely  across  the  surface  of  the  oil. 
A.  partial  flash,  originating  at  the  edge,  is  not  the  true  flash. 


Fio.  34.— The  Cleveland  opon- 
cup  tester,  used  principally  in  the 
examination  of  lubricating  oila 
(see  olao  Fig.  45). 

4.  Sn^hur. — Sulphur  in  illuminating  oil  is  a  matter  of  con- 
siderable importance  since  sulphur  compounds  occurring  in  the 
oil  may  produce  a  disagreeable  odor  during  its  burning,  while 
the  oxidation  products  of  the  impurity  may  cause  carbonization 
of  the  wick.  The  amount  of  sulphur  in  good  illuminating  oils 
should  not  exceed  0.06  per  cent.,  but  many  lower  grades  contain 
as  much  aa  0.10  per  cent. 

In  determining  the  percentage  of  sulphur  in  illuminating  oils, 
Bome  form  of  lamp  apparatus  generally  is  used  because  of  the 
fact  that,  by  this  method,  larger  samples  may  be  treated;  then, 
too,  the  bomb  method  ie  much  more  tedious  and  the  lamp  method 
is  sufficiently  accurate.    An  apparatus  somewhat  similar  to  that 
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shown  in  Fig.  28  may  be  fabricated  from  ordinary  laboratory 
equipment.  The  lamp  may  be  made  from  an  Erlenmeyer  flask, 
a  cork,  a  glass  tube  for  holding  the  wick,  and  a  suitable  wick. 
The  absorption  apparatus  may  contain  short  lengths  of  hard 
glass  tubing.  The  procedure  is  to  place  5  or  6  c.c.  of  the  oil  in 
the  Erlenmeyer  flask  and  then  to  weigh  the  whole  lamp  to  the 
third  place.  A  current  of  air  is  drawn  through  the  apparatus,  the 
lamp  is  placed  under  the  hood,  and  the  wick  is  lighted.  Previously 
5  c.c.  of  N/10  sodium  carbonate  solution  have  been  placed  in  the 
absorption  apparatus,  where  it  will  come  into  intimate  contact 
with  the  products  of  combustion.  The  operation  is  continued 
for  about  30  minutes,  when  the  flame  is  extinguished  and  the 
lamp  is  weighed.  Finally,  the  sodium  carbonate  solution  is 
removed  and  the  absorption  apparatus  is  washed  with  distilled 
water  neutral  to  an  indicator.  The  combined  solutions  then  may 
be  titrated  with  N/10  sulphuric  acid  (1  c.c.  of  which  is  equal  to 
0.0016  g.  of  sulphur),  using  methyl  orange  as  the  indicator;  but 
preferably  are  oxidized  with  bromine  and  hydrochloric  acid,  and 
the  sulphuric  acid  precipitated  with  barium  chloride  solution  in 
the  usual  way  and  calculated  to  sulphur. 

Notes  and  Precautions, — A  useful  form  of  lamp  and  acces- 
sory apparatus  has  been  described  by  Heusler  and  Engler.^ 
By  this  method  the  sulphur  dioxide  produced  by  burning  the  oil 
is  oxidized  to  sulphur  trioxide  and  absorbed  by  a  solution  of 
sodium  hypobromite.  The  sulphate  finally  is  precipitated  by 
barium  chloride  solution  in  the  customary  manner.  The  lamp 
also  is  arranged  so  that  air  from  the  outside  may  be  drawn 
through  a  rubber  tube  to  the  hood  above  the  lamp.  This  pro- 
cedure eliminates  the  danger  of  drawing  contaminated  laboratory 
air  into  the  apparatus. 

The  lamp  method  fails  to  estimate  sulphur  present  as  sulphuric 
acid  or  derivatives  of  sulphuric  acid,  unless  the  wick  is  afterward 
digested  with  fuming  nitric  acid  and  the  sulphur  determined.* 
Some  types  of  sulphur  compounds  are  difficult  to  oxidize,'  and, 
if  they  are  present,  more  efficient  methods  of  oxidation  must  be 
used.  An  18-in.  silica  tube  packed  with  spongy  platinum  and 
heated  red  hot,  may  be  interposed  between  the  lamp  and  the 
absorption  apparatus. 

1  Chcm.-Ztg.,  20,  197. 

2  See  pjige  97. 

3  Thiophones,  for  exaruplo. 
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The  Delemiination  of  Sulphur  According  to  Conrailson. — In  the 
examination  of  the  illuminating  (kerosene)  oils  used  in  railroad 
service,  such  as  in  locuuiotive  headlights  or  automatic  block 
signal  lamps  (long-time  bmiier  lamps),  which  latter  require  an 
oil  with  hardly  any  diminution  in  the  intensity  of  light  or  candle 
power  for  1.50  to  250  hours'  continuous  burning  with  no  attention; 
or  lubricating  oils,  euch  as  used  in  steam  turbines,  gas  or  oil 
X,  superheated  eteam  valve  and  cylinder  lut»ication,  higb  ' 


pressure  air  compressors  or  high  vacuum  air  pumps,  it  is  essential 
to  differentiate  between  the  sulphur  compounds  that  might  be 
present  in  the  oils.  Therefore,  Conradson^  has  found  it  neces- 
sary not  only  to  burn  a  larger  amount  of  oil  in  the  lamps,  but  also 
to  consume  all  the  oil  in  the  oil  fount  and  make  a  careful  examina- 
tion of  the  sulphur  compounds  that  may  remain  in  the  wick  from 
the  oil. 

Fig.  35,  which  shows  Conradsou's  apparatus,  is  self-explana- 
tory—using ordinary  small  kerosene  burners  with  chimneys  well 

»  J.  InJ.  Bfig.  Chem.,  i  (1912),  842.     See  itlso  page  97. 
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washed  and  dried  cotton  wicks  about  3  mm.  (J^  in.)  in  width. 
The  lamp  founts  for  the  illuminating  oils  are  ordinary  glass 
beakers;  for  the  lubricating  oils,  funnels  haying  the  stems  cut  off 
and  fastened  to  a  metal  socket.  The  burners  are  inserted  in  a 
small  disk  (lid  of  an  ointment  box  with  a  hole  cut  to  fit  the 
burner).  Filter  tubes  pf  strong  glass  with  stem  bent  at  right 
angles  are  fit  snugly  over  the  long  arm  of  the  glass  stoppered 
absorption  tubes,  which  are  about  350  mm.  (14  in.)  in 
length  between  the  constriction  and  exit  tube  and  have  a  diameter 
of  about  25-35  mm.  (1  in.-l3^^  in.)  and  contain  small  glass  beads 
to  a  depth  of  about  80  mm.  (3  in.). 

The  products  of  combustion  are  aspirated  through  sodium 
carbonate  solution  containing  6  g.  of  sodium  carbonate  in  1  liter 
of  water  and  standardized  with  N/10  hydrochloric  or  sulphuric 
acid.  In  testing,  place  25-50  c.c.  of  the  soda  solution  in  the  first 
absorption  tube.  At  the  end  of  the  operation  the  soda  solution  is 
run  into  a  beaker  and  the  chimneys,  glass  filter  tubes  and  absorption 
tubes  are  rinsed  out  with  water;  the  solution  with  the  washings 
is  titrated,  using  methyl  orange  as  an  indicator;  or  the  solution 
may  be  oxidized  with  bromine  and  hydrochloric  acid,  precipitated 
with  barium  chloride  solution  in  the  customary  manner 
and  calculated  to  sulphur.  The  wicks  are  treated  separately 
and  examined  for  sulphur  compounds  that  may  remain  from 
the  oil. 

For  low-sulphur  oils,  such  as  kerosene  made  from  Pennsyl-^ 
vanian  crudes,  15-20  g.  of  oil  are  used. 

For  kerosenes  made  from  western  crudes  containing  larger 
percentages  of  sulphur  compounds,  10-15  g.  are  used. 

For  kerosene  oils  intended  for  severe  railroad  service,  either 
for  headlight  oil  purposes  or  in  long-time  burner  signal  lamps,  it 
is  well  to  make  two  sulphur  determinations,  one  as  described 
and  the  other  as  follows:  425  c.c.  of  the  oil  are  distilled  care- 
fully in  a  600-c.c.  Engler  distilling  flask  at  the  rate  of  2-4  c.c. 
per  minute  (the  slower  rate  at  the  beginning  and  at  the  end), 
until  400  c.c.  have  come  over;  the  Engler  flask  is  placed  on  an 
asbestos  gauze  and  covered  over  with  asbestos  wool  up  to  the  top 
of  the  neck,  the  thermometer  bulb  placed  opposite  the  exit  tube 
as  usual.  The  25  c.c.  residue  in  the  distilling  flask  is  transferred 
to  a  bottle.  Often  with  ordinary  or  poorly  refined  kerosene 
oils  there  is  formed  a  deposit  or  sediment,  more  or  less  adherent 
to  the  sides  and  bottom   of   the   flask;   it   should   be   removed 
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carefully  and  added  to  the  residue  in  the  bottle  by  using  succes- 
sively ethyl  ether,  chloroform,  95  per  cent,  ethyl  alcohol  and  hot 
water  (as  the  case  may  require),  uniting  and  evaporating  the 
solvents  in  a  small  dish  and  transferring  the  residue  to  the  bottle 
containing  the  25  c.c.  residue.  The  sulphur  compounds  then  are 
determined  as  explained  supra. 

The  '^Doctor^*  Test — This  test,  as  described  under  gasoline 
(see  page  59),  applies  also  to  illuminating  oils. 

6.  Color. — The  practice  of  determining  the  color  of  an  illumi- 
nating oil  by  comparison  of  a  4-oz.  sample  in  a  flat  bottom  bottle 
with  a  standard,  does  not  admit  of  accurate  results  and  has  given 
way  to  the  use  of  chromometric  methods.  The  standard  in- 
struments are  those  of  Wilson,  Stammer  and  Saybolt. 

The  color  of  illuminating  oil  varies  from  that  known  as 
standard  white  (zero  Saybolt;  50  mm.  Stammer)  through  the 
grades  known  as  urime  white  (86.5  mm.  Stammer)  and  superfine 
white  (199.5  mm.  Stammer)  to  water-white  (21  Saybolt;  300-320 
mm.  Stammer).  A  comparison  of  Saybolt  and  Lovibond  values 
with  equivalent  solutions  of  potassium  dichromate  is  given  in 
the  AppendiXy  page  353. 

(A)  Wilson  and  Stammer  Chromometers.' — The  instrument 
of  Wilson  consists  of  two  nearly  upright  tubes  having  glass  caps 
at  their  bottoms.  A  mirror  reflects  light  from  below  through 
the  two  tubes  into  the  eyepiece  at  the  top.  In  ascertaining  the 
color,  one  of  the  tubes  is  filled  with  the  oil,  while  the  other  is  left 
empty  and  beneath  it  the  standard  color  glasses  (good  mer- 
chantable, standard  white,  prime  white,  superfine  white,  and 
water-white)  are  placed,  successively,  until  the  closest  possible 
agreement  is  had  between  the  color  of  the  oil  and  that  of  one  of 
the  glasses.  The  Stammer  instrument  has  two  vertical  tubes,  one 
shorter  than  the  other.  The  standard  color  glass  is  inserted  at 
the  top  of  the  longer  tube.  The  oil  to  be  examined  is  poured  into 
a  cylinder  having  a  colorless  glass  bottom  and  is  placed  beneath 
the  shorter  of  the  two  tubes.  By  means  of  a  wheel  the  height  of 
the  column  of  oil  observed  through  the  eyepiece  may  be  varied 
by  lowering  or  raising  the  cylinder  until  the  color  of  the  oil  agrees 
with  that  of  the  color  glass.  The  color  is  calculated  from  the 
length  of  oil  column  observed,  in  millimeters. 

(B)  Saybolt  UNrvERSAL  Chromometer. — This  instrument, 
which  is  the  most  popular  in  the  United  States  and  admits  of 

>  For  detailed  descriptions  of  these  instruments,  see  Redwood's  "A 
Treatise  on  Petroleum,''  2,  214. 
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very  accurate  tests  (see  Fig.  36),  consists  of  two  removable 
glass  cylinders  (color  comparison  tubes),  one  graduated.  The 
oil  is  contained  in  the  graduated  tube,  while  the  standard  color 
glass  is  inserted  at  the  bottom  of  the  other.  Two  like-colored 
yellow  glass  discs  are  supplied  with  each  chromometer:  by  the 
use  of  one  singly  or  both  together,'  color  shades  can  be  deter- 
mined from  below  0  to  -(-25. 

Procedwe. — The  oil  is  placed  in  the  gradu- 
ated tub6,  and  the  color  glass  or  glasses  are 
inserted  at  the  lower  end  of  the  other  tube. 
By  means  of  the  valve  at  the  bottom  of  the 
graduated  tube,  the  oil  is  withdrawn  until 
the  color  observed  through  the  eye-piece  at 
the  top  agrees  with  that  of  the  standard  glass 
or  glasses.  The  color  then  is  expressed  by 
the  height  of  oil  column  (3  to  20  in.)  in  scale 
divisions,  the  higher  the  reading  the  better 
the  color.  Four  and  four-eighths  in.  of  oil  in 
the  tube,  using  two  discs,  is  equivalent  to  0 
color  shade,  or  standard  white;  and  12  in.  of 
oil  in  the  tube,  using  one  disc,  equals  +  21 
color  shade,  or  water  white.'  When  the  tube 
filled  with  oil  is  lighter  in  color  than  the  com- 
parison tube  with  only  one  disc,  the  color  is 
read  +  25  and  up  (better  than  +  25).* 

6.  Distillation. — Data  secured  by  the  dis- 
tillation of  illuminating  oils  may  give  the 
cause  for  the  decrease  of  the  illuminating 
the  color  of  uiuminat-  power  of  the  oil  after  burning  for  a  time. 
The  apparatus  used  is  the  Engler  flask  and 
the  rate  of  distillation  is  2}i  c.c.  per  minute.  According  to  Lock- 
hart^  oils  which  have  more  than  5  per  cent,  by  weight  of 
residue  above  300''C.  (572''F.)  are  likely  to  give  poor  results 
by  the  lamp  test.  The  boiling-points  of  the  best  lamp-oils  lie 
between  150°  C.  (302°^)  and  SOOX.  (572"^).    This  does  not 


Fio.  36.— Tho  Bay- 
bolt  chromometer,  for 
the  detfirrai 


'  The  two  glasses  arc  used  to  determine  color  shades  up  to  and  including 
+  15,  and  only  one  glass  from  +16  to  +25. 
'  21  color  is  equivalent  to  0.0048  g.  of  potossium  dirhromate  per  liter  of 

'  For  u  tuble  ot  color  shades,  see  the  Appendix,  page  354. 
'  "American  Lubricants,"  1918,  215. 


EXAMINATION  OF  ILLUMINATING  OILS  81 

apply  to  such   oils   as  mineral  seal,  which  has  a  flash-point 
arounji  250"*?.  and  an  initial  boiling-point  of  250°  to  260°C. 

(482°-500°F.). 

7.  Lamp  or  Burning  Test. — Good  illuminating  oils  are  com- 
posed of  hydrocarbons  of  the  paraffin  and  naphthene  series,  the 
other  hydrocarbons  and  impurities,  such  as  sulphur  compounds, 
having  been  removed,  substantially,  during  the  refining  processes. 
Aromatics  and  olefines  give  a  smoky  flame,  while  sulphur  com- 
pounds, such  as  alkyl  sulphides  and  derivatives  of  thiophene, 
cause  a  disagreeable  odor  during  burning.  Derivatives  of  sul- 
phuric acid  cause  charring  of  the  wick  and  mineral  (usually 
sodium)  salts  produce  incrustation  of  the  wick.  If  the  kerosene 
is  not  sufficiently  "close  cut,'*  that  is,  if  there  is  much  of  the  high 
boiling  fraction  (above  300°C.)  present,  the  flame  becomes 
lowered  after  a  time.' 

In  order  that  an  illuminating  oil  may  burn  normally,  it  is 
essential  that  the  wick  shall  furnish  sufficient  oil  to  the  flame. 
The  rise  of  the  kerosene  in  the  capillaries  is  determined  by  the 
surface  tension  that  the  oil  exerts  therein,  while  the  viscosity  of 
the  oil  opposes  the  rise  by  increasing  the  resistance  in  the 
capillaries. 

The  flow  of  burning  oil  through  a  wick  has  been  investigated 
by  Stepanow.2  Mathematically,  the  results  obtained  are  ex- 
pressed by  the  equation : 

e  =  A 


a2 


Q  is  the  volume  of  oil  drawn  to  a  certain  height  through  the  wick, 
a  the  capillary  constant  of  the  oil,  and  Z  the  viscosity  of  the  oil. 
A  is  a  rather  compUcated  factor,  involving  the  specific  gravity 
of  the  oil.  For  a  given  wick,  however,  under  fixed  conditions, 
no  great  error  is  involved  in  regarding  ^  as  a  constant.  Since 
the  upper  portion  of  the  wick  is  heated  by  the  burner,  the  changes 
in  viscosity  and  capillary  constant  of  an  oil  with  temperature  are 
of  importance.  Both  decrease,  the  former,  however,  much  more 
rapidly  than  the  latter.  This  behavior  is  of  value  since  it  tends 
to  maintain  the  height  of  the  flame  as  the  oil  level  falls  in  the 

*  The  presence  of  paraffin  in  kerosenes  is  said,  however,  to  have  very  little 
effect  on  burning  quality  (see  Newton  and  Williams,  Petroleum  Age^  6 
(1919),  No.  3,  83). 

'  "Qnindlsge  der  Lampentheorie,"  1896. 
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lamp  reservoir.  For  very  viscous  oils,  the  burner  is  lengthened 
so  that  it  dips  into  the  oil,  in  order  to  raise  its  temperature. 

The  ultimate  test  of  an  illuminating  oil  is  actual  burning  in  a 
lamp  for  a  time  and  noting  the  behavior.  This  conclusively 
indicates  the  quality  of  an  oil — that  it  will  burn,  how  it  burns, 
and  how  much  oil  is  consumed  in  a  given  period  of  time. 

Burning  Test.'  Wcder-White  Kerosene. — The  oil  must  bum 
freely  and  steadily  in  a  lamp  fitted  with  a  No.  1  sun-hinge  burner. 
It  must  give  a  good  flame  for  a  period  of  18  hours,  without  smoking 
or  forming  ''ears''  or  "toadstools"  on  the  wick.  The  chimney 
must  be  only  slightly  clouded  or  stained  at  the  end  of  the  test. 

Long-Time  Burning  Oil, — The  burning  test  is  to  be  made  by 
introducing  25  fluid  ounces  of  oil  into  the  pot  of  a  standard 
Railway  Signal  Association  semaphore  lamp,  fitted  with  the  piir- 
chaser's  standard  burner,  chimney  and  wick.  The  wick  AaH 
be  new  and  previously  washed  with  redistilled  ethyl  ether  and 
dried  at  room  temperature;  the  lamp  is  to  be  protected  from  the 
direct  rays  of  the  sun,  but  may  be  burned  either  outdoors  or  in  a 
well  ventilated  room.  During  the  first  hour  of  the  test,  the  wick 
shall  be  adjusted  so  as  to  produce  a  flame  seven-eights  of  an  ineh 
high,  measured  from  the  top  of  the  wick.  The  lamp  shall  bum 
continuously  for  120  hours,  without  readjusting  the  wick,  or 
until  all  the  oil  is  consumed. 

ZOO'Degree  Mineral  Seal, — The  burning  test  is  to  be  made  by 
introducing  20  fluid  ounces  of  the  oil  into  a  lamp  fitted  with  a 
dual  burner  No.  3,  dual  chimney  and  duplex  wicks.  The  lamp 
used  shall  be  such  that  the  distance  from  the  top  of  the  wick  tube 
to  the  bottom  of  the  inside  of  the  fount  is  not  less  than  six  and 
one-half  nor  more  than  seven  inches.  During  the  first  hour  of  the 
test  the  wicks  shall  be  adjusted  so  as  to  produce  a  sjrnunetrical 
flame,  approximately  one  inch  high,  measured  from  the  top  of 
the  wicks.  The  lamp  shall  burn  continuously  without  readjust- 
ment until  all  the  oil  is  consumed.  The  flame  shall  remain  sym- 
metrical and  free  from  smoke  throughout  the  test  period.  The 
oil  shall  not  produce  any  appreciable  hard  incrustation  on  the 
wick. 

Signal  Oil. — Signal  oil  is  tested  in  a  standard  railway  lantern 
(see  Fig.  37)  under  practical  conditions.  An  observation  must 
be  made  of  the  length  of  time  the  lantern  will  burn  with  an  efifect- 
ive  flame  without  trimming  the  wick,  and  it  is  also  essential  to 

'  Method  of  the  United  States  Fiiel  Administration. 
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tetermine  whether  the  lantern  will  burn  without  smokiiig,  ic- 
gardlBSs  of  the  angle  at  which  it  is  held  or  swung. 

8.  Other  Tests  Relating  to  lUuminatiiig  Oils. — The  preaonce 

of  free  acid  in  kerosene  may  be  determined  by  I  lie  method  de- 

LBCribed  under  gasoline  (see  page  41).     Illuminating  oils  should 

V  neither  an  arid  nor  an  alkaline  reartion. 

The  cloufl-poinl  of  ordinary  kerosene  is  generally  around  ffT. 

md  many  specifications  call  for  a  cloud-point  not  above  that 

nperalure.     The  chill  or  cloud  test  indicates  to  what  extent 

paraffin  is  present. 


n 

lff\ 

FiQ.  3T. — Two  typos  of  ti 


'  ClouD   Test.'     WaUr-White  Kerosene. — Take   ; 
mple  bottle  and  introduce  therein  one  and  one-half  « 

e  oil  to  be  tested;  insert  the  cork  with  a  cold-t^st  ihtrmometer, 

t  that  the  thermonjeter  is  suspended  in  the  oil.     Place  the 
ifOttle  in  a  freezing-mixture  and  cool  to  CF.     Keep  the  oil  at 

lat  temperature  for  ten  minutes.     The  bottle  should  be  given  a 
jjOtary  motion  occasionally,  so  as  not  to  supercool  the  sides.     The 

D  should  not  be  clouded  from  crj-slala  of  paraffin  at  the  end  of 

'p  minutes. 

^■Time  Burning  Oil. — Same  as  for  water-white  kerosene. 
•i  Ihi-  I'mt.ii  Sl.'il«8  Fuel  Aijmiuisl.ralbn. 
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200'Degree  Mineral  Seal. — Same  as  for  water-white  kerosene, 
except  that  the  oil  is  cooled  to  32*^F. 

The  chill  test  of  signal  oils  will  depend  not  only  upon  their 
source  as  to  crude,  but  also  upon  the  content  of  fatty  oil.  The 
chill  varies  from  10°  to  50*^. 

The  Flock-TesV  also  is  called  for  in  various  specifications.  It 
is  applied  as  follows: 

Water-While  Kerosene, — Take  a  hemispherical  iron  dish,  and 
place  a  small  layer  of  sand  in  the  bottom.  Take  a  500-c.c. 
Florence  or  Erlenmeyer  flask  and  put  into  it  300  c.c.  of  the  oil 
(after  filtering,  if  it  contains  suspended  matter.)  Suspend  a 
thermometer  in  the  oil  by  means  of  a  cork  slotted  on  the  side. 
Place  the  flask  containing  the  oil  in  a  sand-bath,  and  heat  the 
bath  so  that  the  oil  has  reached  a  temperature  of  240®F.  at  the 
end  of  an  hour.  Hold  the  oil  at  a  temperature  of  not  less  than 
240°F.  nor  more  than  250*^F.  for  six  hours.  The  oil  often  becomes 
discolored,  and  this  may  be  expected,  but  there  should  be  no 
suspended  matter  formed  therein.  The  flask  should  be  given 
a  slight  rotary  motion;  and,  if  there  is  a  trace  of  flock,  it  can  be 
seen  to  rise  from  the  center  of  the  bottom. 

Long-Time  Burning  Oil, — Same  as  for  water-white  kerosene, 

300-Degree  Mineral  Seal, — Same  as  for  water-white  kerosene,  ex- 
cept that  the  heating  is  at  10°F.  per  minute  to  a  temperature  of 
450°F.  and  is  held  at  that  temperature  for  fifteen  minutes. 
The  oil  should  show  no  flock  or  precipitate  at  that  temperature, 
or  in  one  hour  after  cooling. 

Mineral  salts  may  be  determined  by  distilling  500  c.c.  of  the 
oil  to  small  bulk,  evaporating  to  dryness,  igniting,  and  examining 
the  residue  qualitatively  and  quantitatively  for  mineral  con- 
stituents. The  ash  content  of  properly  refined  illuminating  oils 
will  be  very  low  and  in  most  cases  practically  nil. 

The  viscosity  of  illuminating  oil  is  determined  by  means  of  a 
viscosimeter  having  a  jet  of  smaller  diameter  than  those  of  the 
instruments  used  for  lubricating  oils.  In  this  way  the  Engler 
instrument  has  been  modified  by  Ubbelohde  for  use  in  determin- 
ing the  viscosity^  of  illuminating  oils  and  naphtha  products 

'  Method  of  the  United  States  Fuel  Administration. 

2  This  apparatus  is  described  in  Holde-Mueller's  "Examination  of 
Hydrocarbon  Oils,"  1916,  56.  Cf.,  however,  Herschel,  Proc.  Am,  Soc, 
Testing  Materials,  17  (1917),  TI,  551:  and  Tech.  Paper  126,  Bureau  of 
Standards. 
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(flpiritB).'  TheSayboltthermo-viscoBimeteralsomaj' be  employed. 
The  theoretical  relations  among  Sow  of  oil  through  the  wick, 
capillary  constant,  and  viscosity,'  are  discussed  on  page  81. 

lUutuinating  oils  should  be  clear  and  bright  and  free  from  sus- 
pended matter.  The  suspended  matter  may  be  water,  glue,  dirt, 
or  a  combination  of  the  three.     To  test  for  suspended  matter, 
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the  oil  is  viewed  in  an  ordinary  oil-sample  bottle.  As  mentioned, 
the  odor  of  kerosenes  should  be  characteristically  sweet. 

'  According  to  HtitRCHEL  (supra),  the  Ubbclohde  viscoBiineter  servcH  well 
enough  tor  a  commercial  determination  of  the  fluidity  of  gasoline. 

'  Georok  H.  Perkins,  of  Pliilndclphia,  Pa.,  was  the  first  to  realize  that 
the  viscosity  of  an  illuminating  oil  was  a  meaHiirc  of  ils  wick-climliing 
ability  aad  consequently  of  its  burning  performance.  He  devised,  some- 
time in  the  '80's,  accurately  made,  special  forms  of  viscosit Meters  tor  ilcter- 
mining  viscosities. 
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9.  Classification  of  Uliiminating  Oils.  Ordinary  Lamp^tls. — 
These  products  have  a  Baum^  gravity  of  from  40°  to  49**,  a  flash- 
point varying  from  110°  to  130°F.,  and  a  fire-test  of  from  125° 
to  160°F.  Export  kerosene  ("export  oil")  is  usually  of  44° 
B6.  gravity,  or  lighter;  that  for  England  is  of  73°  Abel  flash- 
point and  that  for  Germany  has  a  flash-point  of  21°  Celsius. 

Mitieral  Seal  or  Mineral  Colza. — A  special  oil  having  a  flash- 
point around  250°F.  and  fire-test  around  300°F.,  largely  used  in 
lighting  railway  coaches. 

Signal  oils  are  made  by  compounding  fatty  oils  with  mineral 
seal.^ 

Long-Time  Burning  Oil. — The  specifications  for  this  product 
correspond  to  those  for  ordinary  illuminating  oil,  except  that  a 
longer  burning  test  is  required. 

10.  Specifications  for  Illuminating  Oils. — General  speci- 
fications for  illuminating  oils  may  be  found  in  the  Appendix^ 
page  488. 

*  The  percentages  used  vary  considerably  and  various  fatty  oils  (sperm, 
peanut,  and  prime  lard)  are  employed  by  different  refiners.  The  fatty  oil 
used  should  be  neutral  or  nearly  so.  On  sperm  oils  used  for  burning  pur- 
poses, see  Blakeley  and  Reilly,  J.  hid.  Eng.  Chem.f  9  (1917),  1009. 

The  signal  oil  used  on  the  Lines  East  of  the  Pennsylvania  Railroad  Co. 
consists  of  a  mixture  of  30  parts  by  volume  of  prime  lard  oil  and  70  parts  by 
volume  of  300**  mineral  seal  oil;  the  compounded  oil  complies  with  the  re- 
quirements of  Specification  No.  R914  of  the  United  States  Railroad 
Administration. 
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THE  EXAMINATION  OF  LUBRICATING  OILS  AND 

GREASES 

1.  Relative   Importance   of   Tests   Concerning  Lubricating   Oils   and 
Greases. 

2.  Specific  Gravity  and  Baum6  Gravity. 

3.  Color. 

4.  Viscosity. 

5.  Free  Acid. 

6.  Sulphur  and  Organic  Sulphur  Compounds. 

7.  Saponification  Number. 

8.  Soaps. 

9.  Cold  Tests. 

10.  Flash  and  Fire  Tests. 

11.  Carbonization. 

12.  VolatiUty. 

13.  Emulsification. 

14.  Maumen^  Number. 

15.  Special  Tests  on  Valve  and  Cylinder  Oils. 

16.  Lubricating  Greases. 

17.  The  Theory  of  Lubrication  and  the  Coefficient  of  Friction. 

18.  Specifications  for  Lubricating  Oils. 

19.  Blending  of  Lubricating  Oils. 

1.  Relative  Importance  of  Tests  Concerning  Lubricating  Oils 
and  Greases. — It  will  be  found  of  advantage  to  examine  all 
lubricating  oils  for  specific  gravity,  color,  viscosity,  free  acid, 
flash-point  and  cold  test.  When  comparing  oils,  the  heat  and 
volatility  tests  also  may  be  included.  Additional  tests  may  be 
applied  to  oils  for  special  purposes,  such  as  the  determination  of 
the  demulsibility  of  oils  used  in  forced-feed  lubrication,  the 
determination  of  the  carbonization  value  for  automobile  cylinder 
and  air  compressor  oils,  and' the  saponification  number  of  and  per- 
haps the  identity  of  the  fatty  oil  used  in  compounded  cylinder 
oils.  Odor  sometimes  assists  in  the  detection  of  the  kind  of 
fatty  oils  in  compounded  oils.  In  the  case  of  greases  it  is,  of 
course,  essential  to  know  the  melting-point,  and,  in  addition, 
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the  product  may  be  analyzed  to  identify  and  detennine  the  per- 
centage of  the  constituents  in  the  mixture.^ 

General  requirements  for  lubricating  oils  and  greases  for 
various  purposes  are  presented  in  the  Appendix,  page  380.  For 
the  methods  of  testing  lubricating  oils  for  Government  purchase, 
see  the  AppendiXy  page  558. 

2.  Specific  Gravity  and  Baum6  Gravity. — The  determination  of 
specific  gravity  renders  the  chemist  able  in  many  cases  to  form 
an  opinion  respecting  the  nature  of  the  crude  petroleum  from 
which  the  lubricating  oil  has  originated,  as  an  aid  in  duplicating  it. 

Specific  gravity  may  be  found  accurately  with  the  pycnometer* 
shown  in  Fig.  20.  The  observation  is  taken  with  the  sample  at 
60°F.  (15.56°C.),  compared  with  water  at  the  same  temperature, 
and  the  result  is  reported  in  the  Baum^  scale  equivalent. 
For  the  more  fluid  oils  the  hydrometer  or  the  Westphal  balance 
may  be  used,  but  these  instruments  always  should  be  verified. 
Correction  for  the  buoyant  effect  of  the  atmosphere  should  be 
made  when  necessary. 

3.  Color. — The  color,  along  with  the  degree  of  transparency, 
consistency  and  odor,  affords  the  experienced  chemist  an  indi- 
cation as  to  the  source  of  the  lubricating  oil  under  examination 
and  provides  hints  for  selecting  the  best  methods  of  evaluation. 
Then,  too,  ceteris  paribus^  an  oil  with  a  lighter  color  or  pleasing 
appearance  generally  is  preferred  to  a  darker  colored  oil.  Lubri- 
cating oils  should  be  free  from  water,  suspended  matter'  and 
turbiditv. 

Therefore  the  color  always  should  be  observed  and  the  Say- 
bolt  chromomcter  (see  page  80)  may  be  used  satisfactorily  in 
the  examination  of  light-colored  lubricating  oils.  However,  the 
employment  of  the  Lovibond  tintometer  (Fig.  39)  generally  is 
preferred    for   the    determination.     The   Lovibond   instrument 

*  CoNRADsoN  has  discussed  the  interpretation  of  analyses  of  lubricants 
in  J.  Ind.  Eng.  Chnn.,  2  (1910),  171.  See  Everest,  Proc.  Eng,  CongresBy 
Chicago  World's  Fair,  1893,  for  an  earlier  paper  on  the  same  subject. 

^  The  determination  of  the  specific  gravity  of  high  viscosity  oils  may  be 
carried  out  conveniently  in  the  Hubbard  pycnometer  {J.  Ind.  Eng.  Chem.y 
1  a909),  475).     See  page  127. 

'  Dark-colore<l  oils,  heavy  machine  oils  and  cylinder  oils  sometimes  are 
found  to  contain  carbonaceous  matter  in  suspension  \ipon  examining  several 
drops  on  a  slide  under  the  microscope.  Paraffin  crystals,  if  present  at  room 
temperature,  will  disappear  upon  warming  the  oil,  and  other  foreign  matter 
held  in  suspension  will  be  brought  out. 
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is  divided  longitudinally  by  a  partition,  and  -the  sample  to  be 
tested,  contained  in  a  cell  of  suitable  length,  is  placed  on  one  side 
and  matched  by  the  standardized  color  glasses  inserted  in  the 
slot  on  the  other  side.  In  carrying  out  the  determination  it  is 
advised  that  a  piece  of  white  paper  be  pasted  over  the  window  and 


id  Col.  188T,  186:  1804,  3. 

the  instrument  directed  against  the  paper.  The  cells  used  are  of 
varying  length,  depending  upon  the  depth  of  color  of  the  sample 
under  examination.  While  results  of  accuracy  cannot  be  ob- 
tained by  the  use  of  tintometric  methods,  comparative  results 

on  oils  of  the  same  shade  arc  thus  found.' 
The    determination    of 

color    according    to    the 

standards  of  the  American 

Petroleum  Association 

may   be    carried    out    by 

means  of  the  Union  color-  | 

i  meter  (see  Fig.  40),  as  fol-   ' 

lows: 

For  lubricating  oils 
other  than  cylinder  oils 
the  oil  is  placed  in  a  four- 
ounce  sample  bottle  and 
.1         ■  .    J  ■  r  .u  F'"-  40.— Tho  Union  colorimeter. 

then  inserted  m  one  of  the 

circular  compartments  of  the  instrument.  In  the  opposite  com- 
partment is  placed  a  four-ounce  bottle  filled  with  distilled  water. 
One  of  the  standard  glasses  then  is  placed  In  the  slot  and  the 
sUde  is  closed.  The  instrument  finally  is  taken  to  a  window, 
where  the  observer,  looking  through,  can  compare  the  color  of 
the  oil  with  the  standard  gla^s. 

■  On  the  Lovibond  tintometer  and  its  ttpplicntion  to  petroleum  products, 
we  Campbell's  "Petroleum  Refining,"  1018,  74  el  seq. 
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Cylinder  oils  are  mixed  first  with  water-white  gasoline,  in  the 
proportion  of  15  per  cent,  of  oil  and  85  per  cent,  of  gasoline,  and 
the  determination  is  proceeded  with  as  in  the  case  of  other  lubri- 
cating oils. 

4.  Viscosity. — Viscosity  may  be  defined  as  the  internal  fric- 
tion of  fluids.  The  absolute  viscosity  of  an  oil  is  the  tangential 
force  in  dynes  necessary  to  move  a  unit  area  of  plane  surface 
with  unit  speed  relative  to  another  fixed  plane  surface,  at  a 
fixed  distance  from  it,  the  oil  in  question  being  in  contact  with 
and  between  the  two  surfaces.  In  the  C.  G.  S.  system  absolute 
viscosity  is  expressed  by  the  poise,  which  is  one  dyne-second 
per  square  centimetei.^  Often  the  viscosity  of  water  is  taken 
equal  to  1  at  0*^C.  and  the  viscosities  of  other  liquids  are  referred 
to  this  as  the  unit,  the  values  obtained  being  specific  viscosities. 

The  commercial  instruments  which  have  been  evolved  do  not 
give  results  in  absolute  or  specific  viscosities,  nor  are  they  directly 
comparable  with  them,  except  at  very  high  viscosities.  For 
the  Saybdt  universal  instrument,  the  following  equation  gives 
results  which  are  approximate,  but,  for  accurate  work,  the 
constants  of  the  equation  should  be  determined  by  the  graphical 
methods  of  Higgins:* 

a  1.80 

"  =  0.00220^ 7-> 

7  t 

in  which  /x  is  the  viscosity  expressed  in  poises,  y  is  the  density 
of  the  oil  at  the  temperature  of  the  experiment,  and  t  is  the 
time  of  outflow  of  60  c.c.  of  the  oil. 

The  commercial  instruments  most  generally  employed  are  as 
follows: 

(A)  The  Saybolt  Universal  Viscosimeter. — This  is  used 
widely  in  the  United  States.  The  results  are  expressed  in  the 
time  necessary  for  60  c.c.  of  the  oil  at  a  definite  temperature  to 
flow  from  the  instrument. 

(B)  The  Redwood. — This  instrument  is  used  in  England.  The 
results  are  expressed  in  the  time  necessary  for  50  c.c.  of  the  oil 
at  a  definite  temperature  to  flow  from  the  instrument. 

(C)  The  Engler. — This  is  used  in  Germany  and  also  is 

^  Herschel,  Bureau  of  Standards  Tech.  Paper  100. 

*  Bureau  of  Standards  Tech.  Papers  100  and  112 ;  see  also  ChAneveau,  J, 
physique^  7  (1917),  109.  On  the  determination  of  absolute  viscosities  of 
lubricants  at  varying  temperatures  and  under  pressures  up  to  10  tons  per 
sq.  in.,  see  Stanton,  Enffineering,  108  (1919),  520. 
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specified  for  use  by  certain  United  States  Government  bureaus. 
The  results  are  expressed  in  the  Engler  number,  which  is  the 
quotient  of  the  time  of  the  outflow  of  200  c.c.  of  the  oil  at  a  defi- 
nite temperature,  and  the  time  of  outflow  of  200  c.c.  of  water 
at  a  temperature  of  68°F.  (20°C.).i 

The  temperature  at  which  it  is  customary  to  determine  vis- 
cosity is  either  100*",  130"*,  or  210'*F.  Specifications  should  call 
for  the  viscosity  to  be  taken  at  or  near  the  temperature  at  which 
the  bearing  works,  for  the  reason  that  oils  change  considerably 
in  viscosity  with  an  increase  or  decrease  of  temperature.  "The 
higher  the  temperature,  the  lower  the  viscosity — at  300*^F.  nearly 
all  oils  have  a  viscosity  only  a  little  greater  than  water.  ''*  This 
is  represented  graphically  in  the  Appendix,  page  356.  When 
properly  conducted,  the  viscosity  test  is  of  the  utmost  impor- 
tance) but  as  an  adjunct  to  other  tests  and  when  interpreted  in 
the  light  of  service  requirements. 

The  Saybolt  and  Engler  instruments  are  described  herein 
because  of  the  fact  that  both  instruments  are  used  rather  widely 
in  this  country,  and  not  because  the  Engler  viscosimeter  has 
any  particular  points  of  superiority  over  that  of  Redwood. 

(A)  The  Saybolt  Universal  Viscosimeter.  Apparatus, — 
Saybolt  universal  viscosimeter'  (see  Fig.  41);  thermometers 
reading  to  215°F.  for  the  water-bath  and  oil-tube;  wire  gauze 
strainer;  stop-watch;  ring  burner  or  electrical  heating  element; 
receiving  vessel;  cleaning  plunger;  and  50-c.c.  pipette. 

*  For  a  table  connecting  the  values  of  the  three  instruments,  consult  the 
Appendix  J  page  355. 

»  Bbyan,  "Practical  Lubrication,"  J.  Am.  Soc.  Naval  Engrs.,  Nov.,  1916. 
See  also  Bbyan,  J.  Am.  Soc.  Mtch.  Eng.^  37  U915),  293. 

*  On  Herschel's  standardization  of  the  Saybolt  universal  viscosimeter,  see 
Bureau  of  Standards  Tech.  Paper  112,  1919. 

Dimensions  op  the  Standard  Saybolt  Universal  Viscosimeter 


Dimensions 


Minimum, 
Cm. 


Normal, 
Cm. 


Maximum, 
Cm. 


Diameter  of  outlet  tube 

Length  of  outlet  tube 

Outer  diameter  of  outlet  tube,  at  lower  end 
Height  of  overflow  rim  above  bottom  of 

outlet  tube 

Diameter  of  container 

Average  head  (calculated) 


0.1750 

1.215 

0.28 

12.55 
2.955 
7.32 


0.1765 

1.225 

0.30 

12.60 

2.975 

7.47 

0.1780 

1.235 

0.32 

12.65 
2.995 
7.61 
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Fio.  41. — Tho  Saybult  univarsal  Mscosiiuoter  and  acceaBoriet. 


vUcosimeter  both  coDtrc 
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Procedure. — Fill  the  bath  with  water  (or  pale  engine  oil, 
especially  when  the  temperature  desired  is  210°F.).  Four  a  few 
«.c.  of  the  oil  into  the  tube  through  the  strainer,  and  run  the 
plunger  up  and  down  in  the 
tube  for  the  purpose  of  clean- 
ing.    Wipe  the  gallery  clean 

with  s  piece  of  cloth.    Place 

the  cork  stopper  in  the  outlet 

of  the  oil-tube,  and   the   re- 
ceiver below  the  outlet.     Fill 

the  tube  through  the  strainer 

with  the  oil  to  be  tested  so  that 

the  surface  is  nell  above  the 

top  of  the  tube  and  overflow- 
ing into  the  gallery.     Insert 

the    thermometers    in    the 

water-bath  and  the  oil-tube. 

By   means   of  the  electrical 

heating  element  or  the  ring 

burner,  heat  the  water  (or  pale 

engine   oil)   in  the  bath  and 

keep  it  agitated  by  means  of 

the    handles    on    the    cover, 

which  are  drawn   back   and 

forth.     The  oil  in  the  tube  is 

stirred  occasionally  with  the 

thermometer  inserted   in  it.' 

Remove  the  oil  entirely  from 

'  The  oil  ip  tlie  oil-tube  (aee 
Appendix,  page  564)  should  not 
be  stirred  violently  and  the  ther- 
mometer iihould  not  be  allowed  to 
rest  on  the  bottom  of  the  tube. 
When  not  in  use  for  stirring  the 
oil,  the  thermometer  should  be 
either  suHpended  in  the  oil  o 
moved  from  the  tube. 

The  Bureau  of  Standards  bos  developed  a  device  to  be  attached  to  the 
Saybolt  universal  viscoaimeter  for  the  purpose  ot  stirring  and  regulating 
the  temperature  ot  the  bath.  Fig.  42  illustrates  the  wiring  diagram  for 
the  control  of  the  bath,  and  Fig.  43  shows  the  heating  and  stirring  device. 

A  new  top  plate  for  the  viscosimeterB  has  been  used  and  the  heating  and 
atirring  appar&tus  set  at  the  left  of  the  oil  tube.     The  thermometer  is  set 


Flo.  43. — Heating  and  stirring  dovi 
nf    the    Saybolt    universal 
bath  (Bureau  of  Standarda). 
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the  gallery  on  the  outside  of  the  oil-tube  by  means  of  a 
pipette,  after  first  having  regulated  the  temperature  of  the  bath 
and  of  the  oil  in  the  oil-tube,  to  that  desired.  This  procedure 
gives  a  constant  " head 'V  of  pressure  for  the  test. 

Having  the  oil  at  the  desired  temperature  (the  determination 
of  viscosity  at  100°F.  has  become  general  in  the  United  States, 
except  for  car  oil8,-which  are  tested  at  210**F.  and  sometimes  at 
130°F.,  and  for  cylinder  stocks  and  oils,  which  are  tested  at 
210°F.),  remove  the  stopper  from  the  outlet  of  the  oil-tube  and 
simultaneously  start  the  stop-watch.  Secure  the  time  in  seconds 
necessary  to  fill  the  receiving  vessel  to  the  mark  on  the  neck  (60 
c.c).     While  the  oil  is  running  out,  particularly  if  the  rate  is 


directly  back  and  the  thermostat  in  between  these  two,  thus  leaving  Ji  of 
the  top  clear  for  the  operator. 

The  thermostat  is  a  bi-metallic  spiral  type  carried  in  stock  by  the  Central 
Scientific  Company,  of  Chicago,  111.  The  relay  is  the  ordinary  telegraph 
type  and  the  condenser  is  furnished  with  the  thermostat.  The  motor  is 
a  K.  &  D.  No.  44,  and,  because  of  the  large  change  in  viscosity  of  the  bath 
when  cold  and  at  running  temperature,  it  is  necessary  to  use  a  rheostat  in 
series  with  the  motor.  A  six-point  500-ohm  is  the  proper  size.  The  heating 
coil  is  No.  30  nichrome  wire  of  the  length  to  give  1.2  amperes  on  a  110  v., 
wound  on  the  brass  tube  with  a  thin  sheet  of  mica  between.  The  wire  is 
wound  non-inductively  starting  from  a  small  fibre  post  at  the  bottom,  and 
a  No.  26  enameled  copper  wire  is  wound  between  the  two  strands  of  nichrome 
and  brought  up  to  a  third  post  similar  to  those  shown,  for  making  the  parallel 
connection  for  heating  up  on  starting.  The  heating  element  is  covered  with 
a  mixture  of  sodium  silicate  and  alundum  cement  made  to  about  the  con- 
sistency of  thick  cream.  The  cement  is  mixed  in  a  container  the  shape  of 
the  tube  and  after  dipping  the  tube  is  put  in  a  slow  turning  lathe  until  the 
mixture  sets.  It  then  is  dried  for  several  hours  in  an  oven  and  a  second 
dipping  is  usually  necessary.  This  cement  will  not  stand  water,  but  has 
worked  very  satisfactorily  in  the  oil-bath.  The  shunt  which  operates  the 
relay  is  a  piece  of  No.  38  nichrome,  with  a  resistance  of  15  to  20  ohms. 
With  the  low  voltage  this  gives,  the  thermostat  with  carieful  adjustment 
will  control  the  bath  within  Ji  of  a  degree  Centigrade  or  better.  These 
thermostats  are  not  all  equally  good  in  their  operation,  but  usually  they  can 
be  adjusted  to  come  within  the  limit  mentioned  above. 

It  will  be  evident  from  the  drawing,  what  parts  of  the  henting  device 
are  insulators.  Ordinary  red  fiber  has  been  used  for  these  and  redmanol 
would  probably  be  equally  good.  This  material  is  used  for  the  blocks  which 
the  conductors  enter  and  a  brass  cylinder  is  screwed  down  on  to  the  ends 
of  the  wires.  These  cylinders  fit  onto  split  posts  as  shown  in  the  drawing 
and  the  blocks  have  actually  been  made  to  cover  the  nuts  shown  under- 
neath them  in  the  drawing,  so  there  is  no  chance  for  short  circuit.  On  the 
whole,  this  device  has  worked  out  very  successfully. 
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slow,  the  temperature  of  the  bath  should  be  watched  and  held  at 
the  requisite  temperature.  The  results  of  the  first  run  are 
checked  by  a  second  experiment,  and  the  findings  are  expressed 
as  Saybolt  time  (seconds)  at  the  temperature  of  the  experiment. 
Elxample:  Saybolt  time  at  lOOT.  =  150  seconds. 

Precautions. — Herschel'  has  found  that  the  following  points 
are  worthy  of  consideration :  The  cork  at  the  outlet  of  the  oil-tube 
and  capillary  should  not  leak,  for  in  that  cas%  oil  will  enter  the 
space  below  the  capillary,  nor  should  it  be  inserted  so  far  that  it 
touches  the  capillary  outlet.  The  capillary  tube  should  be  in- 
spected often  in  order  to  see  that  no  foreign  substances  have 
lodged  therein  to  affect  the  rate  of  outflow;  it  may  be  cleaned  by 
drawing  fishing  cord  back  and  forth  in  the  capillary  It  is  pre- 
ferable to  permit  the  stream  of  oil  from  the  capiUaiv  to  stnke 
the  side  of  the  receiving  vessel,  so  that  bub- 
bles will  not  be  produced.  The  error  in 
starting  the  stop  watch  may  be  large,  par- 
ticularly if  the  oil  ia  a  thin  one,  so  that  an 
averse  of  several  runs  should  be  taken. 

(B)  The  Englbr  Viscosimbtbr.  Appara- 
tus.— Engler  viscosimeter  {see  Fig.  44) ;  ther- 
mometers for  oil-cup  and  bath;  and  receiving 
vessel. 

Procedure. — To  find  the  water  time  of  the 
instrument  (which  should  be  50  to  52  seconds) , 
clean  the  oil-cup  with  ethyl  ether,  dry  care- 
fully, swab  the  capillary  with  a  small  roll  of 
paper,  place  the  receivit^  vessel  at  the  outlet 
of  the  capillary,  and  insert  the  plug.  Fill  the 
bath  with  water  at  a  temperature  of  20''C. 
and  insert  the  thermometer  in  the  holder. 
Next  fill  the  oil-cup  with  water  at  a  tempera- 
ture of  20''C.  until  the  surface  of  the  water 
just  touches  the  points  of  the  three  studs.  Regulate  the 
temperatures  of  the  bath  and  of  the  cup  so  that  they  are  both 
at  20''C.  before  making  the  test.  The  test  is  conducted  by 
removing  the  wooden  plug  and  simultaneously  starting  the  stop- 
watch. The  time  (in  seconds)  necessary  for  the  receiving  vessel 
to  fill  to  the  lower  mark  (200  c.c.)  is  taken  as  the  water  time. 
This  test  is  repeated  until  checks  are  had  to  within  one  second. 
■  Bureau  of  StandardE  Ttch.  Paper  100,  1917.     See  also  page  563. 
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In  order  to  determine  the  Engler  number  of  an  oil,  the  cup  and 
capillary  are  cleaned  carefully,  the  receiving  vessel  is  placed 
below  the  outlet  of  the  capillary,  the  wooden  plug  is  inserted, 
water  (oil  above  50®C.)  is  placed  in  the  bath,  a  thermometer  is 
inserted,  and  the  bath  is  heated  to  the  desired  temperature,  The 
oil,  which  has  been  heated  to  the  correct  temperature,  is  poured 
mto  the  cup  until  the  surface  just  touches  the  points  of  the  three 
studs.  Finally,  by  means  of  the  ring  burner,  the  temperatures 
of  the  oil  and  of  the  bath  are  regulated  so  that  both  are  at  the 
desired  temperature  before  starting  the  test.  The  wooden  plug 
then  is  withdrawn  and,  simultaneously,  the  stop  watch  is  started, 
the  time  being  taken  for  the  oil  surface  to  rise  to  the  lower  mark 
in  the  receiving  vessel.     This  is  recorded  as  the  oil  time. 

The  Engler  number  at  the  temperature  of  the  experiment  is 
calculated  by  dividing  the  time  for  oil  by  the  time  for  water.  ^ 

Example:  Engler  number  at  100°F.  =    -^  =  4.1. 

5.  Free  Acid. — Sulphuric  acid  not  removed  during  refining, 
free  fatty  acids  present  in  the  fatty  oils  used  in  compounding, 
rosin  oils,  or  oxidation  products,  may  be  the  cause  of  acidity  in 
lubricating  oils.  In  many  cases,  high  acidity  of  lubricating  oils 
will  cause  corrosion  of  journals  and  bearings,  and  first-class 
lubricants  should  be  free  from  not  only  the  petroleum  acids  and 
sulphuric  acid,  but  also  sulphonates.  The  acidity  is  expressed 
in  the  number  of  milligrams  of  potassium  hydroxide  necessary 
to  neutralize  one  gram  of  the  oil. 

Method  op  the  American  Society  for  Testing  Mater- 
IALS.2  Apparatus  and  Reagents. — 200-c.c.  Erlenmeyer  flask; 
burette;  N/10  potassium  hydroxide  solution,  free  from  car- 
bonate; neutral  95  per  cent,  ethyl  alcohol;  and  phenolphthalein 
solution. 

Procedure. — Place  10  g.  of  the  oil  in  the  Erlenmeyer  flask,  add 
50  c.c.  of  95  per  cent,  ethyl  alcohol  (neutralized  with  weak  sodium 
hydroxide  solution),  and  heat  to  the  boiling-point.  Agitate  the 
flask  thoroughly,  to  dissolve  the  free  fatty  acids  as  coinpletely  as 
possible,  and  titrate  while  hot  with  the  aqueous  N/10  potassium 
hydroxide,  using  phenolphthalein  as  the  indicator,  agitating 
thoroughly  after  each  addition  of  alkali.     Express  the  result  as 

1  The  Engler  number  is  not  a  measure  of  the  specific  viscosity. 
» Sco  "A.  S.  T.  M.  Standards,"  1918,  020.     See  also  page  560, 
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the  acid  number,  that  is,  the  number  of  miUigrams  of  potassium 
hydroxide  required  to  saturate  the  free  acids  in  one  gram  of  the 
oil. 

6.  Sulphur  and  Organic  Sulphur  Compounds. — ^Little  attention 
has  been  given  to  the  sulphur  and  organic  sulphur  compounds 
which  may  be  present  in  a  lubricating  oil.  Oils  intended  for 
turbine  service  or  in  services  where  the  lubricant  is  used  over 
and  over  again,  as  in  a  continuous  oil-circulating  system,  should 
give  a  satisfactorily  low  response  when  examined  for  sulphur 
content  (see  page  77).  In  carrying  out  the  test  by  burning  a 
given  amount  of  oil  in  a  lamp  and  taking  up  the  products  of 
combustion  in  an  alkali  solution^  it  is  advisable,  after  consuming 
the  oil  in  the  test  lamp,  to  make  a  determination  of  the  sulphur 
compounds  left  in  the  wick. 

Conradson^  operates  as  follows: 

Five  to  10  g.  of  lubricating  oil  are  burned  to  dryness  in  the 
lamp,  as  stated  with  kerosene.  Spindle  oils,  thin  turbine  oils 
and  automobile  oils  will  feed  through  the  wicks  until  they  are  all 
consumed,  with  a  possible  once  or  twice  trimming  of  the  crust 
which  is  formed.  With  thick,  high-viscosity  oils,  5-8  c.c.  of 
highly  refined  low-sulphur  kerosene  are  added  and  the  mixture 
burned  to  dryness  or  practically  so;  then  2  c.c.  more  of  the  kero- 
sene are  added  and  burned  to  dryness. 

The  soda  solution  and  washings  are  treated  as  described  on 
page  78,  deducting  for  the  sulphur  in  the  5-10  c.c.  of  added 
kerosene. 

The  wicks  from  the  lamp  tests  are  treated  as  follows:  Cut 
into  small  pieces,  transfer  to  a  50  c.c.  porcelain  crucible,  add  0.2 
g.  of  pure  dried  sodium  carbonate  and  5  c.c.  of  1.42  sp.  gr.  nitric 
acid,  digest  on  a  steam  or  water-bath  (cover  crucible  with  in- 
verted lid)  till  the  fibers  are  disintegrated;  then  add  2  g.  of  pure 
crystalUzed  magnesium  nitrate;  continue  the  digestion,  gradually 
raising  the  temperature  on  a  hot  plate  or  by  a  protected  gas  flame 
until  the  organic  matter  is  destroyed  and  most  of  the  nitrates 
decomposed,  leaving  a  white  residue;  after  cooUng,  add  sufficient 
bromine  water  and  hydrochloric  acid,  boil,  dilute,  and  precipi- 
tate with  barium  chloride  in  the  usual  way  and  calculate  to 
sulphuric  acid  (SO3).  This  includes  the  SOs  both  in  form  of 
sulphates  and  sulphonates,  if  both  are  present.  If  it  is  desired 
to  estimate  the  latter  separately,  boil  the  wicks  with  10-15  c.c. 

>  Cf.  Waters,  J.  Ind.  Eng.  Chem.,  12  (1920),  482. 
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of  strong  barium  hydroxide  solution;  dilute  to  100  c.c.  with  boiling 
water;  filter  and  wash.  The  filtrate  is  either  oxidized  with 
bromine  and  hydrochloric  acid  or  evaporated  with  a  few  drops 
of  nitric  acid  to  dryness  and  slightly  ignited,  the  residue  being 
treated  with  hydrochloric  acid  and  boiling  water.  The  insoluble 
barium  sulphate  in  either  case  is  calculated  to  SO3  in  sulphonates. 
The  remaining  wicks  with  any  insoluble  barium  salts  then  are 
oxidized  with  nitric  acid  and  magnesium  nitrate;  the  residue  is 
treated  by  boiling  with  bromine  water  and  hydrochloric  acid; 
and  the  insoluble,  if  any  (barium  sulphate),  is  calculated  to  SOt 
present  in  the  oil  as  sulphates. 

7.  Saponification  Number.^ — Animal  and  vegetable  fatty  oils 
often  are  added  to  mineral  oils,  especially  in  the  case  of  steam 
cylinder  oil.  A  lubricant  for  the  cold  parts  of  large  marine 
engines  is  compounded  of  very  thick  blown  rape  oil  (20  to  30 
per  cent.)  and  mineral  machine  oil;  and  additions  of  from  2  to  12 
per  cent,  of  neatsfoot  and  bone  oils,  as  well  as  tallow  and  tallow 
oil,  to  petroleum  lubricating  oils  are  regarded  as  desirable  for 
certain  purposes,  since  the  volatility  is  decreased  and  the  lubric- 
ity is  increased. 

The  percentage  of  fatty  oil  in  the  original  lubricating  oil 
may  be  found  approximately  by  dividing  the  saponification 
number  by  1.93.  In  order  to  determine  the  percentage  of  fatty 
oil  present,  a  rather  large  quantity  of  the  free  fatty  acids  is 
separated  by  saponification  with  alcoholic  potassium  hydroxide, 
heating  to  expel  the  alcohol,  extraction  with  ethyl  ether,  dilu- 
tion, and  finally  acidification.  The  identity  of  the  fatty  oil  then 
is  ascertained  by  determining  the  melting-point,  iodine-number, 
and  Maumen^  test  of  the  fatty  acid.  Having  identified  in  this 
way  the  fatty  oil  present  in  the  lubricating  oil,  its  saponification 
value  is  found  in  the  literature.  The  saponification  value  of  the 
lubricating  oil  then  is  divided  by  this  value  over  100,  giving 
the  percentage  of  fatty  oil  in  the  original  product. 

Rosin  oils  may  be  recognized  in  mineral  oils  by  a  high  acid 
number  and  by  the  Liebermann-Storch  reaction.  The  last-men- 
tioned test  is  carried  out  by  agitating  1  c.c.  of  the  oil  with  1  c.c. 
of  acetic  anhydride  and  then  separating  the  acid  layer.  A  drop 
of  sulphuric  acid  (sp.  gr.,  1.53)  is  added  to  this  acid  layer,  where- 
upon a  violet  color  will  develop  in  the  presence  of  rosin  oil. 

^  On  the  determination  of  saponifiable  oil  and  mineral  oil  and  of  total 
saponifiable  matter  and  total  fatty  acids  in  cutting  oils,  see  oage  167. 
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The  saponification  number  of  a  lubricating  oil  is  determined  as 
follows: 

Apparatus  and  Reagents, — Burette;  200-c.c.  Erlenmeyer  flask; 
N/2  alcoholic  potassium  hydroxide;  c.p.  benzene;  N/2  hydro- 
chloric acid;  and  neutral  ethyl  alcohol. 

Procedure. — 3  to  8  g.  of  oil  are  weighed  in  the  Erlenmeyer 
flask,  25  c.c.  of  the  c.p.  benzene  and  25  c.c.  of  the  alcoholic  po- 
t€issium  hydroxide  are  added,  and  the  whole  is  heated  under  a 
return  condenser  for  45  minutes;  50  c.c.  of  neutral  ethyl  alcohol 
then  are  added.  Finally,  the  mixture  is  titrated  with  the  stand- 
ard acid,  using  phenolphthalein  as  the  indicator.  A  blank  should 
be  run  at  the  same  time.  The  results  are  expressed  in  the  num- 
ber of  miUigrams  of  potassium  hydroxide  necessary  to  saponify 
1  g.  of  the  oil;  this  number  is  termed  the  saponification  number. 
An  improved  procedure  is  given  on  page  561. 

A  qualitative  test  for  the  presence  of  a  fatty  oil  may  be  made  as 
follows:  Heat  a  small  quantity  of  the  oil  in  a  test-tube  with 
metallic  sodium  or  solid  potassium  hydroxide.  If  a  fatty  oil  is 
present,  in  the  former  case  the  oil  will  gelatinize,  while  in  the 
latter  instance  a  froth  will  be  produced  on  the  oil,  in  addition 
to  gelatinization. 

8.  Soaps. — Soaps  dissolved  in  lubricating  oils  will  cause  emul- 
sification  when  the  oil  is  agitated  with  water,  but  substances 
other  than  soaps  will  also  act  as  emulsifying  Agents.  Soaps  may 
be  dissolved  in^an  oil  for  the  purpose  of  preparing  a  grease-base 
or  for  the  preparation  of  emulsifiable  products  (on  water-soluble 
oils,  see  page  166).  Sometimes  aluminum  or  alkali  soap  is  added 
for  the  purpose  of  increasing  the  consistency  of  the  oil.  Such 
saponary  oils  are  generally  ** stringy"  in  character  and  also 
emulsify  readily,  so  that  they  are  easily  detected.  The  soaps, 
when  present  in  notable  amounts,  may  be  identified  by 
dissolving  5  c.c.  of  the  oil  in  an  equal  part  of  gasoline  and 
adding  15  drops  of  a  saturated  solution  of  stick  phosphoric 
acid  in  absolute  ethyl  alcohol:  if  soaps  are  present,  a  floc- 
culent  precipitate  will  be  produced.^  The  soaps  may  be  exam- 
ined further  by  shaking  some  of  the  oil  with  dilute  hydrochloric 
acid,  separating  the  two  layers  and  testing  the  water  layer  for 
the  presence  of  the  sodium,  aluminum,  iron,  calcium  and  mag- 
nesium ions. 

9.  Cold  Tests. — Included  under  cold  tests  are  cloud  and  pour 

'  ScHWSiTZBR  and  Lungwitz,  J.  Soc.  Chem.  Ind.,  IS  (1894),  1178. 
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tests.    These  are  carried  out  as  follows,  according  to  the  methods 
of  the  American  Society  for  Testing  Materials.^ 

Cloud  and  Pour  Tests  for  Petroleum  Oils,  Except 
Steam-Cylinder  and  Black  Oils. — The  doud  test  indicates  the 
point  at  which  paraffin  wax  or  other  solid  substances  crystallize 
out  or  separate  from  solution  in  the  oil.  It  is  sometimes  of 
value  in  finding  the  amount  of  paraffin  present  and  the  deportment 
of  the  oil  in  chilling  down  to  a  temperature  above  the  congealing 
point. 

Put  the  oil  to  be  tested  in  a  glass  jar  or  bottle,  approximately 
13^^  in.  in  inside  diameter  and  4  to  5  in.  high,  to  a  height  of  about 
lyi  in.,  or  sufficient  to  reach  ^i  in.  above  the  mercury  bulb  of 
the  thermometer.  The  thermometer  used  is  the  so-called  cold- 
test  thermometer,  which  is  made  especially  for  this  purpose  and 
has  a  bulb  3^^  to  ^i  ^^'  long.  Insert  the  thermometei*  through  a 
tight-fitting  cork  so  that  it  is  held  centrally  in  the  jar,  with  the 
lower  end  of  the  bulb  3-^  in.  from  the  bottom  of  the  jar.  Then 
place  the  cold-test  jar  in  a  metal  or  glass  jacket,  4  to  5  in.  high, 
having  an  inside  diameter  3^^  in.  larger  than  the  outside  diameter 
of  the  test  jar.  A  disk  of  felt,  cork  or  wax,  3^  in.  in  thickness, 
is  placed  in  the  bottom  of  the  jacket.  Care  should  be  taken  that 
the  test  jar  is  placed  in  the  center  of  the  jacket,  so  that  it  does  not 
touch  the  sides  at  any  point.  Then  put  the  whole  apparatus 
into  the  refrigerating  mixture  and  at  every  drop  of  2^F.  in  the 
temperature,  when  near  the  expected  cloud  test,  remove  the  jar 
from  the  jacket  and  inspect,  being  careful  not  to  disturb  the  oil 
by  moving  the  thermometer  or  otherwise.  When  the  lower  half 
of  the  sample  becomes  opaque  through  chilling,  read  the  ther- 
mometer.    This  reading  is  taken  as  the  cloud  test  of  the   oil. 

The  pour  test  indicates  the  temperature  at  which  a  sample  of 
oil  in  a  cylindrical  form  of  specified  diameter  and  length  will 
just  flow  under  specified  conditions.  It  is  of  importance  in  con- 
nection with  the  service  utility  of  the  oil  and  should  be  considered 
carefully. 

In  making  this  test  the  same  bottle  and  quantity  of  oil  are 
used  as  for  the  cloud  test,  and  the  pour  test  may,  if  desired,  be 
made  after  the  cloud  test  has  been  determined;  in  the  great  ma- 
jority  of  cases  the  cloud  test  is  the  higher.  In  making  the  pour 
test,  place  the  jar  containing  the  oil  in  a  close-fitting  metal  jacket 

'  "A.  S.  T.  M.  Standards,"  1918,  617.  On  the  freezing-point  of  mineral 
oils,  see  Lantos,  Chem.-Ztg.j  43  (1919),  853. 
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provided  at  the  bottom  with  a  disk  of  felt  or  cork,  3^^  in.  thick. 
Place  this  in  the  freezing  mixture.  At  each  drop  in  temperature 
of  5*T.  remove  the  bottle  from  the  jacket  and  tilt  it  until  the 
oil  begins  to  flow.  The  bottle  is  tilted  just  sufficiently,  but  no 
more;  in  the  extreme  case,  it  should  be  tilted  to  the  horizontal. 
When  the  oil  has  become  solid  around  the  thermometer  and  will 
not  flow,  the  previous  5°  point  shall  be  taken  as  the  pour  test 
of  the  oil. 

It  is  preferable  that  the  cold  be  applied  in  such  a  manner  that 
the  pour  test  will  be  completed  in  approximately  one-half  hour. 
The  materials  used  in  the  freezing  mixture  may  be  ice  and 
calcium  chloride  or  sodium  chloride,  or  solid  carbon  dioxide  with 
acetone,  depending  upon  the  temperature  desired  in  making  the 
test.  For  oils  congeahng  or  sohdifying  above  +35°F.,  pounded 
ice  is  used.  For  oils  congealing  or  solidifying  from  +35®  to 
+  15°F.,  a  mixture  of  pounded  ice  and  a  small  addition  of  salt 
(sodium  chloride),  1 :  20  by  volume,  may  be  taken.  For  tempera- 
tures from  +15®  to  —  5°F.,  an  ice-and-salt  mixture,  containing 
about  one-third  salt,  is  used.  The  salt  should  be  very  dry  and 
granulated  fine  enough  to  pass  through  a  20-mesh  sieve.  From 
zero  to  —  25®F.,  a  mixture  of  ice  and  calcium  chloride  is  em- 
ployed. For  temperatures  lower  than  —  5°F.,  however,  it  will  be 
found  very  convenient  to  use  sohd  carbon  dioxide  and  acetone, 
by  which  any  desired  temperature  down  to  —  70°F.,  or  even  lower, 
can  be  obtained.  This  freezing  mixture  is  made  as  follows:  Take 
a  suflBcient  amount  of  dry  acetone  and  put  it  into  a  covered  metal 
beaker,  copper  or  nickel;  put  the  beaker  into  an  ice-salt  mixture, 
and  when  the  temperature  of  the  acetone  reaches  +10°F.,  or 
below,  add  by  degrees  sohd  carbon  dioxide,  until  the  desired 
temperature  is  reached.  To  get  the  sohd  carbon  dioxide,  take  an 
ordinary  cyhnder  of  Uquefied  carbon  dioxide  and  invert  it;  then 
open  the  valve  carefully,  and  let  the  liquid  run  out  into  a  chamois- 
skin  bag.  By  the  rapid  evaporation  which  ensues  a  portion  of 
the  dioxide  becomes  soUdified. 

Cold  Test  for  Steam-Cylinder  and  Black  Oils. — The 
object  of  the  cold  test  is  to  determine  the  lowest  temperature 
at  which  an  oil  will  flow  from  one  end  of  a  container  to  the  other, 
in  case  it  should  become  frozen  and  the  resulting  solid  oil  stirred 
until  it  has  assumed  a  sufficiently  pasty  consistency  to  flow.  The 
test  is  conducted  by  freezing  solid  an  ounce  of  the  oil  in  an  ordi- 
nary 4-oz.  oil-sample  bottle,  using  a  freezing  mixture  if  neces- 
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B&vy.  Then  a  thermometer  should  be  introduced  into  the  frozen 
mass,  and,  after  it  has  become  cold,  the  bottle  contaimDg  the 
congealed  oil  is  removed  from  the  cooling  medium.  The  frown 
oil  ia  stirred  thoroughly  with  a  thermometer  until  the  mass  will 
run  from  one  end  of  the  bottle  to  the  other,  and  at  this  moment 
the  temperature  as  indicated  is  recorded.  The  reading  is  the 
cold  test  of  the  oil. 
If  the  figures  indicating  the  cold  test  are  inside  the  bottle  and 
covered  by  the  softened  oil, 
the  reading  can  be  obtained 
by  grasping  the  bottle  by  the 
neck  with  one  hand,  having 
in  the  same  hand  a  piece  of 
waste,  which  encloses  the 
thermometer.  The  t  he  r- 
mometer  then  is  withdrawn 
rapidly  through  the  waste 
and  the  temperature  is  noted. 
10.  Flash  and  Fire  Tests.— 
Everything  else  being  equal, 
the  oil  with  the  higher  flaah- 
and  burning-pot  at  B  should 
give  better  results  in  practice, 
as  this  would  be  an  indication 
that  the  oil  had  been  "closer 
cut. "  Too  low  flash  and 
6re  tests  may  also  be  ob- 
F.O,  45.-Tho  Cleveland  open-cup  fire-  jectionable  becaUBC  of  toO 
tflHtar,  large  and  small  bIms.  The  large  large  a  losfl  from  evaporation 
siio  is  the  typo  referred  to  in  the  text  (see     .  .  .  .,  r 

aieo  Fig.  34)  '"   Service.     As  a  matter  of 

safety,  the  flash^xtint  should 
be  above  the  working  temperature  of  the  bearing.  In  comiection 
with  the  viscosity,  cold  test  and  gravity,  the  flash  and  fire  tests 
enable  the  petroleum  chemist  to  form  an  approximate  idea  of 
the  source  of  the  product  under  examination. 

In  determining  the  flash-  and  burning-points,  in  some  labora- 
tories a  small  porcelain  dish  {2^  in.  by  1  in.)  is  imbedded  in 
sand  and  filled  %  full  with  the  oil  to  be  tested.  The  therm<»n- 
etcr  is  suspended  in  the  center  of  the  dish  with  the  bulb  well 
covered  by  oil.  The  heating  is  done  with  a  bunsen  burner  from 
below.     The  lest  flame  is  not  longer  than  J-^  in.     The  rate  of 
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heating  lubricating  oils  should  be  from  10°  to  14°F.  per  minute 
aft^r  arriving  within  35°F.  of  the  flash-point,  but  below  that 
point  it  may  be  more  rapid. 

However,  the  Cleveland  open-cup  tester  generally  is  used  for 
determining  the  flash-  and  fire-points  of  lubricating  oils.  This 
apparatus  (see  Fig.  45)  consists  of  a  brass  cup  holding  100  c.c, 
supported  in  an  outer  vessel,  with  an  'air  space  between.  The 
thermometer  is  suspended  freely  in  the  oil  under  test,  so  that  the 
bulb  is  covered.  The  cup  is  filled  to  3^  in.  from  the  top,  and  the 
oil  is  heated  at  the  rate  of  10°F.  per  minute.  As  the  flash-point 
is  approached,  the  test  flame  (5  mm.  in  length)  is  moved  slowly 
back  and  forth,  so  that  the  top  of  the  flame  comes  within  2-3 
mm.  from  the  surface  of  the  liquid,  without,  however,  touching 
it  or  the  sides  of  the  container.  This  is  repeated  every  2°F.  rise 
in  temperature  until  the  vapors  flash.  This  tester  also  is  used  in 
the  examination  of  bituminous  materials.^ 

11.  Carbonization.  Heat  Test  and  Carbon-Residue  Test. 
— The  heat  test  generally  is  conducted  by  simply  heating  the 
oil  on  a  sand-bath  in  an  Erlenmeyer  flask  at  the  flash-point  for 
fifteen  minutes  and  observing  the  change  in  color  of  the  oil.  All 
else  being  equal,  the  best  oil  is  the  one  which  changes  color  the 
least  by  this  treatment.  While  there  always  will  be  some  change 
in  color,  the  oil  should  not  turn  black.  Valuable  data  thus  are 
obtained  regarding  the  applicability  of  an  oil  for  air  compressors, 
turbines,  etc. 

Waters*  carries  out  the  test  by  heating  the  oil  to  482°F. 
(250®C.)  in  an  air-bath  for  three  hours,  finally  determining  the 
percentage  insoluble  in  petroleum  ether.  This  test  is  useful 
in  the  comparison  of  oils.^ 

I  See  page  156. 

*J.  Ind.  Eng.  Chem.j  8  (1916),  587.     Cf.  pages  106  and  561. 

•  The  Waters  oxidation  oven  has  been  tested  thoroughly  by  the  U.  S. 
Bureau  of  Standards.  The  oven  as  used  by  Waters  is  unsuited  for  commer- 
cial employment  because  the  thermostat  is  too  fragile;  accordingly,  the 
Bureau  has  investigated  various  other  types,  but  so  far  has  not  recommended 
any  standard  form  of  oven  for  making  the  test.  The  oven  designed  by 
Stratford  ("Veedol"  pamphlet,  59)  has  been  used,  but  it  is  not  entirely 
satisfactory.  It  is  believed  that  such  a  type  of  oven  is  needlessly  ex- 
pensive and  tests  made  with  an  oven  constructed  from  a  6-in.  hot-plate 
look  quite  promising.  A  simple  structure  is  built  upon  the  plate  to  hold 
six  50-c.c.  EIrlenmeyer  flasks,  the  flasks  being  supported  so  as  to  be  heated 
only  by  radiation. 
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Carbonization  Test  on  Air  Compressor  Oils. — Weigh 
about  13  g.  of  the  sample  in  a  tared  platinum  dish,  place  in  a 
double-lined  copper  oven  which  has  been  heated  to  425*^.  and 
maintain  at  this  temperature  for  6  hours.  The  oven  should  be 
connected  with  a  suction-line,  so  that  the  vapors  can  be  carried 
off  without  igniting.  Cool  and  weigh.  The  loss  in  weight  di- 
vided by  the  weight  of  the  sample  and  multiplied  by  100  gives  the 
percentage  of  volatile  material.  Dissolve  the  oil  in  gasoline  and 
filter  through  a  Gooch  cru'cible  which  has  been  prepared  with  a 
tight  asbestos  felt.  Dry  and  weigh.  Ignite  the  residue  in 
the  crucible;  cool  and  weigh.  The  difference  between  these 
two  weights,  divided  by  100,  gives  the  relative  amount  of 
carbonization. 

The  carbon  residue  test  is  carried  out  by  distilling  25  c.c.  of  the 
oil  from  a  hard  glass  or,  preferably,  a  fused  silica  flask^  having  a 
bulb  1 J^  in.  in  diameter  and  the  outlet  tube  about  1  in.  from  the 
top  of  the  bulb.*  The  distillation  should  be  conducted  at  the 
rate  of  a  drop  a  second  and  continued  until  the  flask  goes  dry. 
Finally,  the  flask  is  heated  strongly  until  all  oil  is  driven  out. 
Any  oil  and  carbon  in  the  side-tube  and  the  neck  above  it  are 
burned  out  after  the  cork  is  removed.  The  flask  next  is  cooled 
and  weighed,  and  the  percentage  of  carbon  residue  is  calculated. 
This  method  of  Gray  may  or  may  not  give  results  which  will 
indicate  the  carbonization  value  of  the  oil  when  used  in  an  in- 
ternal combustion  engine,  but  the  value  is  useful  in  the  case  of 
oils  which  have  been  loaded  with  soaps  or  cylinder  stock  for  the 
purpose  of  increasing  the  viscosity.  The  carbonization  value 
should  not  exceed  1  per  cent. 

The  Conradson  Apparatus  and  Method  for  Carbon  Res- 
idue.— Fig.  46  shows  the  arrangement  of  the  apparatus  for  this 
test.  It  consists  of  the  following:  (a)  Porcelain  crucible,  wide 
form,  glazed  throughout,  25  to  26  c.c.  capacity,  and  46  mm.  in 
diameter.  (6)  Skidmore  iron  crucible,  45  c.c.  (13^^  oz.)  capa- 
city, 65  mm.  in  diameter,  37  to  39  mm.  high,  with  cover,  without 
delivery  tubes,  and  one  opening  closed,  (c)  Wrought-iron  cru- 
cible with  cover,  about  180  c.c.  capacity,  80  mm.  diameter,  and 
58  to  60  mm.  high.  About  10  mm.  of  sand  are  placed  in  the  bot- 
tom to  bring  the  Skidmore  crucible  nearly  flush  with  the  top. 
{d)  Triangle,  large  size,  pipe-stem  covered,  with  a  projection  on 

*  Weighed  before  and  after  the  oil  is  poured  in. 

*  The  Gray  carbon-residue  flask  and  method. 
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its  side  to  allow  the  flame  to  reach  all  sides  of  the  crucible,     (e) 
Sheet-iron  hood,  5  in.  in  diameter  and  2  in.  high,  provided  with 
a  slanting  roof,  ^  in.  high,  terminating  into  a  chimney,  the 
chimney  being  2  in.  high  and  2\^  in.  to  23^^  in.  in  diameter.     This 
serves  to  distribute  the  heat  uniformly.     (/)  Asbestos  or  hollow 
sheet-iron  block,  6  to  7  in.  square,  and  \y^  in.  to  Ij^^  in.  high, 
provided  with  an  opening  in  the 
center  tvhich  is  3^  in.  in  diame- 
ter at  the  bottom  and  33^^  in.  in 
diameter  at  the  top  of  the  block. 
This  block  acts  as  a  shield  for  the 
flame  and  hence  results  in  the 
even   distribution  of  the  flame 
aroimd  the  iron  crucible  during 
the  test,     {g)  Tripod  or  stand, 
which  should  be  of  such  a  height 
that  the  distance  between  the 
top  of  the  burner  and  the  bottom 
of  the  large  iron  crucible  is  1  in. 
to  1)-^  in.,  depending  upon  the 
kind   of  burner  used.     (A)  Gas 
burner;  where  gasoline  or  arti- 
ficial gas  is  used,  the  Meker  or 
"Scimatco"  burner,  155  mm.  in 
height  and  having  24  mm.  sec- 
t.ion  of  flame,  is  recommended. 
With    natural    gas    the    above 
fcurners  or  any  improved  form 
of  bunsen  burner  may  be  used. 

Procedure,^ — Weigh  10  g.  of 
t;he  oil  to  be  tested  into  a  tared  porcelain  crucible,  and  place 
"the  latter  in  the  center  of  the  Skidmore  crucible.  Place  the 
Skidmore  crucible  in  the  exact  center  of  the  iron  crucible,,  and 
put  on  the  covers  of  the  Skidmore  crucible  and  the  iron  crucible. 

Heat  from  a  bunsen  or  other  burner  is  applied  with  a  high 
flame  surrounding  the  large  crucible,  as  shown  in  Fig.  46. 
Continue  heating  intensely  from  four  to  seven  minutes,  depend- 
ing upon  the  body  of  the  oil  under  test.     Then  reduce  the  flame 

'  See  CoNRADsoN,  Orig.  Com.  Sih  Intern.  Cong.  Appl.  Chem.,  1,  131;  and 
/.  Ind.  Eng.  Chem.,  4,  903;  see  also  '*  A.  S.  T.  M.  Standards,"  1918, 620.  Cf . 
Souther,  Proc.  Am.  Soc.  Teat.  Mat,  8  (1908),  594. 


Fio.  46  — The  Conradson  carbon 
residue  apparatus. 
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of  the  burner  to  about  2  in.  to  3  in.  in  height,  until  oil  vapors 
begin  to  ignite  over  the  crucible.  Then  regulate  the  heat  so 
that  the  oil  vapor  (flame)  comes  off  at  a  uniform  rate.  (The 
oil  vapor  flame  should  not  be  over  2  in.  above  the  top  of  the 
chimney.)  After  the  vapors  cease  to  come  off,  increase  the  heat 
as  at  the  start  and  maintain  for  five  minutes,  making  the  lower 
part  of  the  large  iron  crucible  red  hot;  then  remove  the  burner, 
allow  the  apparatus  to  cool  for  five  minutes  before  uncovering 
the  crucible,  remove  the  porcelain  crucible,  cool  in  a  desiccator, 
and  weigh.  The  entire  process  should  be  completed  in  about 
one-half  hour  when  the  heat  is  properly  regulated.  The  time 
varies  somewhat  with  the  kind  of  oil  tested;  e.g,,  a  very  thin  oil 
with  a  low  flash-point  will  not  take  as  long  as  a  heavy  thick  oil 
with  a  high  flash-point. 

It  has  been  found  that,  if  the  apparatus  is  heated  thoroughly 
before  the  porcelain  crucible  containing  the  weighed  oil  is  placed 
therein,  the  regulation  of  the  oil  vapor  (flame)  may  be  facilitated 
so  that  it  is  given  off  uniformly  and  not  too  rapidly  at  first. 
To  prevent  the  oil  from  boiling  over  in  the  porcelain  crucible, 
because  of  overheating,  it  is  very  important  that  the  first  appear- 
ance of  the  oil  vapors  should  be  watched  for  very  closely,  and 
the  heat  regulated  accordingly. 

12.  Volatility.* — An  oil  which  will  have  appreciable  volatili- 
zation at  the  temperature  at  which  the  bearing  works  will  change 
considerably  in  viscosity  during  use.  A  useful  test,  but  one  on 
which  too  much  stress  should  not  be  placed,  is  to  heat  equal 
quantities  .of  two  oils  to  be  compared,  for  several  hours  in  an  oven 
at  a  temperature  varying  from  300°F.  for  lighter  oils,  to  450*^. 
for  the  heavier  ones.  The  containing  vessels  should  be  of  identi- 
cal size  and  shape.  Other  conditions  corresponding,  it  may  be 
stated  4ihat  the  oil  showing  the  smaller  loss  in  weight  by  this 
treatment  is  the  better. 

In  some  laboratories  the  *' evaporating  test"  is  carried  out  by 
exposing  the  oil  in  a  shallow  flat-bottomed  dish  in  an  air-bath 
at  a  temperature  of  212°  to  300°F.  for  six  hours.  The  percentage 
of  loss  is  noted,  then  the  condition  of  the  residuum  and  its  be- 
havior when  mixed  with  88°  B^.  gasoline.^  If  an  oil  gives  a  clear 
solution  with  this  gasoline  before  it  is  heated,  but  affords  a  pre- 
cipitate with  it  after  the  ''evaporating  test,*'   this  indicates  the 

»  On  evaporation  tests  of  lubricating  oils,  see  Conradson,  Prac.  Am,  Soe. 
Test.  Mat,  18  (1918),  I,  323. 

25  CO.  of  the  oil  should  be  mixed  with  95  c.c.  of  the  gasoline. 
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presence  of  compounds  which  are  rather  readily  (depending  upon 
the  temperature  of  the  test)  acted  upon  by  heat,  and  such  an  oil 
in  comparison  with  another  oil,  other  things  being  equal,  would 
not  possess  the  same  lubricating  value  in  service.  This  '*  gaso- 
line test"  also  is  applied  at  times  to  lubricating  oil  before 
and  after  it  is  heated  to  take  the  burning-point;  it  may  be 
said  to  indicate  the  presence  or  absence  of  tar  and  asphaltic 
matter. 

O'Neill*  conducted  an  interesting  investigation  of  the  dis- 
tillation of  lubricating  oils.  He  distilled  the  oils  in  superheated 
steam  and  plotted  the  viscosities  of  fractions  secured  against 
temperatures.  Samples  of  the  original  oils  then  were  placed  in 
actual  service,  wherein  it  was  found  that  those  oils  which  were 
"close-cut"  gave  the  best  results  and  changed  the  least  in  the 
course  of  time.  In  other  words,  the  oils  having  low  viscosity 
fractions  in  their  make-up  volatilized  to  some  extent,  while 
those  having  exceedingly  high  viscosity  fractions  in  their  com- 
position carbonized  because  of  cracking  of  the  high-'boiling  frac- 
tion. 

13.  Emulsification.^ — For  lubricating  oils  which  are  not  used 
in  forced  lubrication  and  motor  cylinders,  the  general  preference 
is  for  oils  which  will  emulsify  with  water.  For  forced  feed,  how- 
ever, the  use  of  non-emulsifiable  oils  is  essential,  since  a  perma- 
nent emulsion  can  not  be  separated  readily  in  the  filtering  and 
settling  chamber.  An  oil  which  will  emulsify  with  water  contains 
some  substance  which  acts  as  the  emulsifying  agent.  Examples 
of  emulsifiers  are  salts  of  organic  acids,  such  as  the  calcium  and 
magnesium  salts  of  palmitic  and  stearic  acids,  sulphonates  and 
the  salts  of  naphthenic  acids. 

The  resistance  of  an  oil  to  emulsification  is  known  as  the  demvl- 
Mbiliiy.  Two  procedures  have  been  proposed  by  the  determina- 
tion of  the  demulsification  value,  viz,f  the  Bureau  of  Standards 
method   and   the   Conradson  method.     In  the  first-mentioned 

>  J,  Am.  Soc,  Naval  Eng.,  May,  1916;  Power,  44,  108;  Sd.  AbatractSy  19B, 
317. 

'  For  an  interesting  discussion  of  the  modern  conception  of  emulsions, 
see  Clayton,  J.  Soc.  Chem.  Ind.,  38  U919),  113T.  Bancroft's  papers  on 
the  theory  of  emulsification  are  also  valuable  (see  J.  Pkys.  Chem.,  16,  177, 
346,  739;  17,  501;  19,  275,  513;  and  20,  1).  See  also  Lewis'  ^*  A  System  of 
Physical  Chemistry,"  2nd  ed.,  1,  19,  326,  353  and  368;  and  Thomas,  J.  Ind. 
Eng.  Chem.,  12  (1920),  177. 
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method,'  the  oil  (20  c.c.)  and  the  water  (40  c.c.)  are  etirred  in  a 
100-c.c,  cyUnder  at  1500  r.p.m.  for  five  minutes  at  a  temperature 


PcttiitB 
Fni.    47.— Eniulsifier   for    apiilyiiig   tho    den 


1  lubricatioK   oil-  * 


of  55°C.  (131°F.).     The  stirrer  i8  a  rod  having  at  one  end  a  meta- 1 
I  Bureau  of  Standards  Ttch.  Paper  86,-  Proc.  Am.  Soc.    Teating  Mat.,  1^ 
(11)11)),  11,  259.     See  also  Stkatford,  Motor,  Nov.,  1916,  92;  tuid  MoUrr" 
boating,  Dec,  1916,  34. 
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plate,  89  by  20  by  1.5  mm.  The  cylinder  is  allowed  to  stand  for 
a  period  of  time  not  exceeding  one  hour  in  length,  at  a  tempera- 
ture of  SS'C,  (131''F.) ;  and  from  each  of  the  readings,  taken  as 
frequently  aa  necessary,  of  the  volume  of  oil  settled  out  from  the 
emulsion,  there  is  calculated  the  average  rate  of  settling  between 
stopping  the  paddle  and  the  time  of  observation.  The  maximum 
rale  of  settling  thus  obtained  is  termed  the  demulsibility,  and  is 
used  as  a  measure  of  the  resistance  of  the  oil  to  emulsiflcation. 
The  maximum  possible  demulsibility  is  1200,  as  the  first  reading 
is  taken  one  minute  after  stopping  the  paddle.  Example:  After 
10  minutes,  the  reading  of  the  meniscus  was  40  c.c;  therefore, 


5 

^1 

1 

m 

Fio.  48. — Conradaon  oil-amuUificatk 


the  volume  of  oil  separated  was  60  —  40  c.c,  or  20  c.c,  and  the 
rate  of  demulsibility  is  20  :  10  :  :  X  :  60,  which  equals  120  c.c. 
per  hour. 

The  method  of  Conradson  is  as  follows:' 

Apparatus. — Fig.  48  requires  but  little  explanation.  The 
apparatus  consists  of  a  4-pint  copper  retort,  provided  with  a 
deUvery  tube,  which  is  joined  to  a  metal  or  glass  pipe  having  an 
inside  diameter  of  about  ^{e  'i.  and  about  15  in.  long  from  the 
elbow.  The  lower  end  of  this  pipe  is  cut  off  diagonally  to  prevent 
thumping.  The  glass  cylinders  are  graduated  to  250  c.c.  They 
have  an  inside  diameter  of  about  Ijfg  in.  and  a  length  of  about 
9H  i°-  from  the  bottom  to  the  250-c.c.  mark.     They  are  llj'^  to 

>  Proc.  Am.  Soc.  Test.  Mat.,  16  119161,  II,  273. 
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12  in.  in  overall  length,  and  are  made  of  thin  glass,  with  a  flat 
bottom.^ 

In  place  of  a  copper  retort  for  the  generation  of  steam,  a  glass 
flask  or  any  other  suitable  source  of  steam  supply  may  be  used; 
likewise,  ordinary  250-c.c.  graduated  glass  cylinders  having  the 
dimensions  given  above,  may  be  used  where  emulsion  tests  are 
required  only  occasionally. 

Method  of  Testing, — The  cylinder  is  filled  with  distilled  water 
up  to  the  20-c.c.  mark,  then  100  c.c.  of  the  oil  to  be  tested  are 
added.  To  churn  the  mixture,  steam  at  ordinary  pressure  is 
conducted  through  this  oil-water  mixture  for  ten  minutes.  The 
amount  of  steam  passed  through  is  regulated  in  such  a  way  as  to 
prevent  the  mixture  from  splashing  over  the  top  of  the  cylinder, 
but  the  rate  may  be  as  rapid  as  is  practicable.  This  is  regulated 
by  the  height  of  the  gas  flame.  The  churning  is  begun  from  the 
time  the  temperature  of  the  mixture  has  reached  200°F.,  or  when 
the  steam  as  such  passes  off  the  mixture.  It  usually  takes  from 
1  to  13^^  minutes  to  reach  this  temperature,  depending  somewhat 
on  the  body  or  viscosity  of  the  oil.  However,  even  churning 
with  steam  for  15  minutes  does  not  seem  to  make  any  difference 
in  the  results. 

When  the  churning  is  completed,  the  cylinder  is  immersed  for 
one  hour  in  a  water-bath,  kept  at  a  temperature  of  130°F.  Dur- 
ing this  time  the  cylinder  and  its  contents  are  inspected  momen- 
tarily at  intervals,  to  note  the  behavior  of  the  oil  mixture.  At 
the  expiration  of  one  hour  the  cylinder  is  removed  from  the  wat^r- 
bath  and  the  contents  are  examined  for  the  following  facts: 

(a)  The  number  of  cubic  centimeters  of  separated  clear  or 
turbid  water; 

(6)  The  number  of  cubic  centimeters  of  separated  emulsified 
layer; 

(c)  The  number  of  cubic  centimeters  of  separated  clear  or 
turbid  oil  above  the  emulsified  layer;  and 

(d)  The  percentage  of  water  or  moisture  in  the  separated  oil 
above  the  emulsified  layer. 

The  number  of  cubic  centimeters,  and  condition  of  the  emulsi- 
fied layer  constitute  an  indication  of  the  emulsion-forming  prop- 
erty or  quality  of  the  oil. 

The  number  of  cubic  centimeters  of  clear  or  turbid  oil  above 

'  The  glass  cylinders  used  for  rarryinp;  out  duplicate  tests  should  be  of 
exactly  the  same  dimensions. 
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the  emulsified  layer,  less  the  percentage  of  water  or  moisture 
contained  in  the  oil,  is  the  percentage  of  demulsibility  of  the  oil. 
The  condition  of  the  separated  water  or  watery  liquid  under  the 
emulsified  layer,  if  any,  gives  an  indication  also  of  the  behavior 
of  the  oil  in  actual  service. 

The  amount  of  water  held  in  the  oil  above  the  emulsified  layer 
may  be  determined  as  follows:  The  oil  above  the  emulsified 
layer,  after  the  completion  of  the  test,  is  drawn  off  carefully  and 
shaken;  then  20  cc.  are  mixed  with  80  cc.  of  88^  B6.  gasoline 
(from  Pennsylvanian  crude)  in  a  graduated,  flat-glass  precipi- 
tating tube  having  the  lower  end  drawn  out.  The  oil-gasoline 
mixture  is  kept  at  a  temperature  not  over  80°F.  for  one  hour,  or 
the  water  or  watery  liquid  may  be  separated  from  the  oil-gasoline 
mixture  by  means  of  a  centrifuge.  The  amount  of  water  or 
watery  liquid  is  read  off  and  calculated  to  percentage  by  volume 
and  subtracted  from  the  oil  above  the  emulsified  layer.  .  Of 
course,  this  determination  is  only  necessary  when  the  oil  above 
the  emulsified  layer  appears  to  contain  an  appreciable  amount  of 
water. 

InterpretcUian  of  Results, — Fig.  49  illustrates  the  l)chavior 
of  seven  representative  oils  with  this  method,  as  they  appear 
after  the  conclusion  of  the  tests.  The  following  table  gives  the 
detailed  results  of  tests  on  these  oils.    The  first  turbine  oil*  shows 
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the  oil  entirely  free  from  emulsifying  property  or  substance,  the 
sample  retaining  but  a  very  small  percentage  of  water  after  the 
expiration  of  the  test.  The  second  turbine  oil  stiows  quite  a 
little  emulsified  layer,  but  the  condition  of  the  emulsified  layer 
is  light  and  foamy,  not  compact  or  creamy.  The  amount  of 
water  retained  in  this  oil  is  much  higher  than  in  the  first  oil. 

Consider  next  the  two  samples  of  crank-case  oil:  The  first  oil 
shows  ready  separation  of  water,  which  is  clear  and  has  no  emulsi- 
fied layer,  but  the  oil  after  the  test  retains  about  5  per  cent,  of 


of  emulsiGratiuE 


water.  With  the  other  crank-case  oil  only  a  very  few  cubic 
centimeters  of  water  are  separated  at  the  expiration  of  the  test, 
and  a  very  large  amount  of  emulsified  layer  of  a  heavy  thick 
nature  is  shown;  in  fact,  the  whole  mixture  is  a  heavy  emulsion 
without  separation. 

The  first  sample  of  engine  oil  shows  at  the  end  of  the  test  a 
thick  milky  emulsion  with  practically  no  separation  of  water, 
and  the  separated  oil  above  the  emulsified  layer  contains  about 
4  per  cent,  of  water.  The  second  sample  of  engine  oil  shows  a 
considerable  amount  of  separation  of  water  and  a  much  smaller 
amount  of  emulsified  laj'er;  this  layer  is  of  a  light  foamy  nature. 
It  should  be  noted  particularly  in  these  two  cases  that  while  100 
c.c.  of  oil  were  used  in  the  tests,  102  c.c.  of  separated  turbid  oil 
wore  found;  deducting  the  amount  of  water  found  in  the  sepa- 
rated oil,  4  and  3  per  cent.,  respectively,  gives  96  and  97  per  cent. 
of  denmLsibility.  This  is  a  clear  illustration  of  the  importance 
of  giving  a  complete  statement  in  reporting  the  behavior  of  an 
oil  or  of  oils  in  the  emulsifying  test;  simply  indicating  the  per- 


LUBRICATING  OILS  AND  GREASES  113 

centage  of  demulsibility  is  clearly  insufficient,  and  in  cases  of  this 
kind  would  be  seriously  misleading. 

14,  Maumenfi  Number. — The  specific  temperature  reaction 
or  Maumen^  number^  will  be  higher  for  oil  compounded  with 
vegetable  or  animal  oils  than  for  the  pure  mineral  oil.  Mineral 
oil  which  has  been  heated  in  air  for  a  time  also  will  have  a  higher 
Maumen^  number  than  the  original. 

The  test  is  carried  out  very  simply  as  follows:  50  g.  of  oil  are 
placed  in  a  jacketed  150  c.c.  beaker;  10  c.c.  of  concentrated 
sulphuric  acid  are  added  from  a  pipette,  drop  by  drop  with  stir- 
ring, and  the  temperature  is  noted  during  the  process.  The  high- 
est temperature  reached,  minus  the  temperature  of  the  oil  at  the 
start  of  the  test — i.e.,  the  rise  of  temperature,  expressed  in  de- 
grees C. — gives  the  Maumen^  number. 

16.  Special  Tests  on  Valve  and  Cylinder  Oils. — The  intro- 
duction of  a  high  degree  of  superheated  steam  in  locomotive  and 
stationary  engine  practice  has  brought  about  the  necessity  of 
adding  tests  to  the  ones  usually  made  on  cyUnder  oils,  whether 
straight  petroleum  stock,  or  mixtures  thereof  with  smaller  or 
larger  amounts  of  saponifiable  fats. 

Conradson  has  constructed  and  used  an  apparatus  for  some 
time  in  the  investigation  of  cylinder  oils  suitable  for  the  lubrica- 
tion of  valves  and  cylinders  in  connection  with  the  use  of  highly 
superheated  steam  in  locomotive  service.'  The  apparatus  is 
essentially  as  follows  (see  Fig.  50) : 

A,  small  steam-boiler  with  gas,  steam  gages  and  pipe  con- 
nections. By  superheater  with  armored  thermometer,  T,  and 
steam  connections  (a  small  circulating  water-heater  with  double 
copper  coils,  answers  very  well).  C,  sight-feed  lubricator  with 
connectioas.  Z),  steam  vessel  (a  conical  cast-iron  retort  for 
distilling  mercury,  about  95  mm.  deep  and  about  75  mm.  in 
diameter,  at  top,  provided  with  two  strong  screw  clamps  to  keep 
the  lid  tight,  answers),  surrounded  on  the  outside,  as  indicated, 
by  a  coil  of  copper  pipe,  5-6  mm.  inside  diameter,  for  further 
heating  of  the  steam  and  gases  used  in  the  tests;  this  coil  is  tap- 
ped into  the  bottom  of  the  steam  vessel  containing  a  suitably 

^Maumen£,  Compt.  rend.,  36  (1852),  572;  Thomson  and  Ballantynb, 
/.  Soc,  Chem.  Ind.,  10  (1891),  234;  and  Sherman,  Danziger  and  Kohn- 
STAMM,  /.  Am.  Chem.  Soc,  24  (1902),  266. 

«J.  Ind.  Eng.  Chem.,  4  (1912),  744;  and  Proc.  WesUm  Railway  Club,  24 
(1912),  164. 
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supported  dish  of  about  25  c.c.  capacity  (an  ointment  box  about 
55  mm.  in  diameter  and  18-20  mm.  high),  into  which  the  oil  to  be 
examined  is  fed  drop  by  drop  from  the  sight-feed  lubricator  C 
(or  a  given  amount  of  oil  is  poured  into  the  cup  I).  Through 
the  lid  is  inserted  an  armored  thermometer,  T,  reaching  down  into 
the  dish.  The  steam  vessel  thus  arranged  and  connected  is 
surrounded  and  covered  by  a  suitable  asbestos  hood.  L,  pipe 
connections  for  the  gases  used.  E,  heavy  glass  cylinder,  about 
200  mm.  long  and  18-20  mm.  inside  diameter,  containing  a  small 
rectangular  boat  or  dish;  beyond  £^  is  a  glass  tubing  system,  F, 
connected  up  as  shown  with  brass  fittings;  each  glass  tube  is 
about  500  mm.  long  and  8-9  mm.  inside  diameter;  at  the  further 


Fio,  so. — ConrtidsoD'B  apparatus  fai  ubo  io  tho  inveBtigatioa  of  eylindsr  oils. 


end  is  attached  a  steam  separator  and  oil-collecting  vessel, 
G,  consisting  of  an  ordinary  glass  chimney  fitted  up  with  brass 
caps;  to  this  the  condenser  H  is  connected  by  means  of  copper 
tubing. 

In  this  apparatus  any  desired  temperature  may  be  maintained, 
at  least  up  Io  lOOO^F. ;  this  is  300''-400°  higherthan  is  required  un- 
der the  most  exacting  service  conditions,  as  far  as  superheated- 
steam  temperature  is  concerned. 

In  studying  the  behavior  of  valve  and  cylinder  oils  in  an  atmos- 
phere of  superheated  steam,  the  steam  is  passed  from  the  small 
steam  boiler  through  the  superheater  B  and  into  the  steam  vessel 
D  through  its  pipe  coil  (lamp  being  lit  under  D),  and  out  through 
E,  F,  G  and  H.  When  the  temperature  reaches  and  is  regulated 
in  D  to  400°r.,  oil  is  fed  drop  by  drop  from  the  sight-feed  lubri- 
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cator  C  (or  the  cup  /  is  filled) ;  the  steam  is  shut  off  and  the  valve 
in  C  (or  /)  opened,  letting  the  oil  run  into  the  dish  in  D;  the  steam 
valve  then  is  opened  very  gradually  and  carefully  so  as  to  let 
through  any  desired  amount  of  steam.  '  The  temperature  in  D 
is  maintained  for  a  given  length  of  time  at  or  near  400*^.,  not- 
ing if  any  oil  vapors  are  coming  over;  by  shutting  and  opening 
the  steam  valve,  it  is  easy  to  see  whether  any  vapors  are  coming 
over  with  the  steam.  The  temperature  is  increased  in  increments 
of  25°--50°F.,  at  a  time,  until  the  desired  temperature  is  reached, 
noting  the  behavior  of  the  oil  vapors  passing  on  with  the  steam 
through  the  glass  pipe  system,  etc.  It  is  interesting  to  note  that 
cylinder  oils  containing  rather  a  large  percentage  of  saponifiable 
f^ts  or  fat  oils  generally  come  over  at  much  lower  temperatures 
than  the  main  portions  of  the  petroleum  stock  oils  that  are  used 
commonly  in  compounding  first-class  cylinder  oils.     . 

In  further  study  of  the  behavior  of  oils,  the  boat  in  the  glass 
cylinder  E  may  be  filled  through  the  cup  /  to  the  left,  and  sub- 
jected at  various  temperatures  to  slow  currents  of  superheated 
steam,  carbon  dioxide  and  air.  or  mixtures  thereof.  The  glass 
cylinder  E  during  the  last  test  is  surrounded  by  a  heavy  asbestos 
covering  to  prevent  radiation. 

The  cylinder  oils  may  leave  a  residue  in  the  dish  in  D  at  steam 
temperatures  below  700*^.;  if  so,  such  a  residue  should  give  a 
clear  solution  in  90  c.c.  of  0.65  sp.  gr.  (87°B6.)  petroleum  ether 
(Pennsylvanian)  and  show  no  precipitate  on  standing.  At  steam 
temperatures  of  850*^-900°?.,  all  the  oil  usually  has  volatilized 
with  the  steam;  good  oils  should  leave  no  carbonaceous  or  coky 
residue. 

While  this  apparatus  was  designed  principally  for  the  study  of 
the  behavior  of  valve  and  cylinder  oils  in  atmospheres  of  steam  at 
various  temperatures,  it  can  be  adapted  very  readily  for  the 
investigation  of  other  oils  at  various  temperatures  in  currents  of 
air,  carbon  dioxide  or  other  gases,  or  mixtures  thereof  with  and 
without  steam. 

The  accompanying  table  of  comparative  tests  of  five  samples  of 
cylinder  oils.  Ay  B,  Cj  D  and  E,  and  F,  a  petroleum  distillate  of 
interest  in  connection  with  the  study  of  cylinder  oils  in  super- 
heated steam,  has  been  prepared  by  Conradson.  Hot-air  test  = 
13  g.  of  oil  in  shallow,  round  flat-bottom  iron  dishes,  exposed 
six  hours  at  540*^.  in  a  specially  designed  air-bath.  Gasoline  test 
=  10  c.c.  oil,  90  c.c.  petroleum  ether  [0.65  sp.  gr.  (from  Pennsyl- 
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vanian  crude)]  in  graduated  flat  precipitating  tubes,  taking  the 
reading  after  standing  for  one  hour.  Carbon  test  using  35  g. 
of  oil,  according  to  Conradson's  apparatus  and  method.  Super- 
heated steam  test  =  13  g.  of  oil  used. 


Flaah-point  (open-cup), 

deg.  F 

Burning-point,  deg.  F. . 
Baum6  gravity  at  60**F. 

Sp.  gr.  at  WC 

Color 

Gas,  test  before  fire-test 
Gas,  test  after  fire-test . 
Cold-test  flows,  deg.  F . 

Saponifiable  fats 

Vis.  Saybolt  at  212*'F. 

C60  c.c),  seconds. . . . 
Barbey     Ixom^tre, 

600*'F.  (180  units  = 

30  c.c),  seconds 

Hot-air  test  at  540°F. 

(loss),  per  cent 

Gas,  test  after 

Carbon-teet  residue,  per 

cent 

SOs  in  residue,  per  cent. 
Loss     in     superheated 

steam  at: 

400°F.,  per  cent... 
500**^,  percent... 
600*'F.,  percent... 
700°F.,  percent... 


545 

610 
26.4 

0.895 
Light 
Good 
Good 

+55 
Trace 

133 


45 

15 
Good 
2.15 

0.023 


0.0 

5.0 

18.5 

44.0 


550 

630 
26.1 

0.897 
Dark 
Good 
Good 

H-32 
Trace 

146 


51 

11 
Good 
2.70 

0.03. 


0.0 

4.0 

18.0 

34.0 


Total  loss  up  to  700*'F., 

per  cent ,  67 . 5       56 . 5 

Gas  test  of  oil:  j  I 

Residue    from    700° 
test Good      Good 


605 

695 
24.7 

0.905 
Dark 
0.5  c.c. 
Good 

H-45 
Trace 

215 


61 

2.5 
0.5  c.c. 
4.90 

0.03 


0.0 

1.5 

6.5 

32.5 


40.5 


50.0 


595 

680 

25.9 

0.898 

Very  dark 

4.0  c.c. 

3.0  c.c. 

H-34 
Trace 

216 


60 

5.5 
3.5  c.c. 
5.10 

0.04 


0.0 
1.0 

8.5 
40.5 


550 
630 


H-30 
15 


365 

415 
33.5 

0.856 
YeUow 


Zero 
None 


0.0 

5.0 

21.5 


32 
67.0 


26.5      99.0 


1.5  c.c.     3.0  c.c. 


Sample  ''A''  in  a  superheated-steam  test  at  SOO^'F.  (427*'C.) 
left  no  residue.  Sample  '*C"  left  2.5  per  cent,  of  dry  carbona- 
ceous residue. 

Sample  ^^E^^  containing  15  per  cent,  of  saponifiable  fats,  sub- 
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jected  to  the  superheated-steam  test,  lost  26.5  per  cent,  up  to 
600°F.  The  oil  residue  from  this  test  contained  17.5  per  cent, 
of  saponifiable  fats;  this  indicates  that  the  petroleum  oil  stock 
("fi"  used)  goes  off  with  the  steam  somewhat  faster  in  propor- 
tion to  the  fat  oil  up  to  600*'F.  (350*^0.) 

The  steam  pressures  used  in  these  tests  were  about  ten  to 
twelve  pounds  per  sq.  in.  A  large  volume  of  superheated  steam 
passed  through  the  apparatus  during  the  tests  (about  40  c.c. 
condensed  steam  per  minute). 

In  these  superheated-steam  evaporating  tests  about  13  g.  of 
oil  were  weighed  into  the  small  dish  placed  inside  the  steam  ves- 
sel D.  (The  capacity  of  the  small  iron  dish  is  50  c.c;  it  has  a 
diameter  of  about  48  nrni.  and  is  30  mm.  high,  with  flat  bottom.) 

The  steam  vessel  with  the  oil  in  the  dish  was  heated  up  to  about 
350°F.  (176°C.),  passing  a  slow  current  of  natural  gas  through  the 
apparatus,  then  superheated  steam  was  admitted,  the  gas  shut 
off,  and  the  temperature  raised  up  to  the  required  degree  and 
kept  constant  for  about  75  minutes;  the  volatile  matters  in  the 
oils  at  the  given  test  temperature  generally  were  carried  over  with 
the  steam  inside  of  60  minutes,  allowing  about  15  minutes'  extra 
steaming.  At  the  end  of  each  given  temperature  test,  the  steam 
and  heat  were  shut  off;  after  cooling,  the  dish  containing  the  oil 
was  weighed  and  replaced  in  the  steam  vessel,  and  the  operation 
repeated  for  the  next  temperature  test. 

16.  Lubricating  Greases. — The  theory  of  emulsification,  as 
presented  by  Bancroft,  is  that  a  permanent  emulsion  depends 
upon  the  presence  of  a  third  substance,  an  emulsifying  agent, 
which,  by  adsorption,  collects  at  the  surface  between  oil  and 
water,  there  forming  a  film.  The  permanency  of  the  film  will 
determine  the  permanence  of  the  emulsion.  Greases,  or  *' con- 
sistent lubricants,"  are  generally  colloidal  solutions  of  soaps  in 
petroleum  lubricating  oils,  along  with  a  small  quantity  of  water 
dispersed  through  the  mass.^  The  water,  which  is  in  a  state  of 
emulsification  in  the  oil,  makes  possible  the  peculiar  consistency 
of  the  product  as  well  as  prevents  separation  of  the  colloidal 
soap.     Some  greases,  however,  do  not  contain  water. 

Greases  find  industrial  application  with  heavily  loaded  bear- 
ings, particularly  when  exposed  to  a  temperature  as  high  as  that 

'On  the  value  of  grease  lubricants,  see  Power,  Nov.  9,  1909;  see  also 
HoLDB,  Z,  angew.  Chem,,  21  (1908),  41  and  2138;  Kolloid-Z.,  3  (1908),  270; 
and  Kt^KLER,  *'Die  Fabrikation  der  Schmiermittel,"  1897. 
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of  the  rolls  in  steel  rolling  mills.  ^  Journal  greases  are  usually 
solutions  of  lime  (calcium)  soaps  (15  to  23  per  cent.)  in  heavy 
mineral  oil,  with  1  to  4  per  cent,  of  water  emulsified  in  them. 
Straight  soda  greases  are  oils  thickened  by  the  addition  of  soda 
soap  to  the  extent  of  ofttimes  50  per  cent.,  but  no  water;  they  are 
better  lubricants  than  those  compounded  with  lime  soaps.  Axle 
greases  are  made  by  treating  rosin  oils  with  lime,  afterward 
adding  mineral  oil  or  water,  or  both.  Some  American  auto- 
mobile greases  consist  of  aluminum  soaps  dissolved  in  mineral 
oils  with  water  emulsified  in  them  by  the  aid  of  rosin.  In  fact, 
various  mixtures  of  wool  fat,  tallow,  alkali  soaps,  graphite,  etc., 
with  mineral  oils  are  marketed.  Residues  from  the  distillation 
of  petroleum  also  are  used  as  greases,  but  do  not  stand  up  under 
heat  as  satisfactorily  as  the  others  do.  A  general  method  for  the 
examination  of  greases  is  difficult  to  find,  owing  to  the  great 
differences  in  composition.^ 

The  common  test  for  greases  is  that  of  melting-pointy  or  "drop- 
ping-point,*'  the  most  important  single  determination.  One 
method  is  to  dip  the  bulb  of  a  thermometer  in  the  melted  grease, 
and,  after  allowing  it  to  stand  for  30  minutes,  to  place  the  thermom- 
eter on  the  insido  of  a  large  test-tube,  with  the  bulb  located  n 
the  center  of  the  cross-section  and  about  one  inch  from  the  bot- 
tom of  the  tube.  The  apparatus  then  is  heated  from  below  over 
a  piece  of  asbestos.  The  temperature  at  which  the  first  drop 
collects  on  the  bulb  is  taken  as  the  melting-point.  Another 
method,  described  by  Gillett,^  is  as  follows: 

Apparatus. — Glass  tube,  8  cm.  long  by  0.4  cm.  in  internal  diam- 
eter, open  at  both  ends;  200-c.c.  beaker;  thermometer;  and 
bunscn  burner. 

Procedure. — One  end  of  the  tube  is  dipped  in  the  grease,  so  that 

'  On  the  manufacture  of  saponified  lubricants  (lubricating  greases),  see 
Kraus,  Seije,  3  ^1919),  602,  640  and  666. 

^  For  detailed  nietliods  of  procedure,  including  the  rlet«rniination  of  con- 
sistency, melting-point,  flash-point,  free  acid,  soap,  oils,  filler  and  water,  con- 
sult Holde-Mueller's  "Examination  of  Hydrocarbon  Oils,"  Archbutt 
and  Deeley's  ^'Lubrication  and  Lubricants,"  and  Lockhart's  "American 
Lubricants."  Greases  must  be  well  mixed  and  homogeneous  and  should  not 
melt  under  7()°C.  On  standing  or  in  service  they  should  not  separate  into 
layers  or  oxidize.  On  the  consistency  of  greases,  see  Clulow  and  Taylor, 
J.  Soc.  Chcm.  Ind.,  39  (1920;,  291  T. 

3  J.  Jnd.  Eng.  Chcm.y  1  (1909),  35 L  Gillett  also  covers  the  analysis  of 
greases.  On  the  analysis  of  lime  greases,  see  Trotter,  Mech,  Bng.,  .41 
(1919),  815. 
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a  column  1  cm.  long  is  had.  Then  the  tube  is  attached  to  a 
thermometer  by  means  of  a  rubber  band,  so  that  the  bottom  of 
the  grease  column  is  opposite  to  the  thermometer  bulb,  and 
finally  is  placed  in  a  beaker  of  water,  with  the  bottom  of  the  grease 
column  just  5  cm.  below  th6  surface.  The  water  is  heated  at 
the  rate  of  3-4°C.  (7.2*^.)  per  minute.  The  temperature  is 
read  when  the  grease  column  moves  upward  in  the  tube.  This 
represents  the  melting-point. 

The  melting-point  of  greases  frequently  lies  between  the  tem- 
peratures 75°  and  83°C. ;  in  the  case  of  rolling-mill  greases  it  may, 
however,  be  as  high  as  130°C.  It  is  dependent  upon  the  amount 
of  soap  and  of  oil  contained  in  the  grease,  the  amount  of  water 
present,  the  temperature  and  length  of  heating  on  dissolving  the 
soap  in  the  oil,  the  viscosity  of  the  oil  used,  etc.» 

17.  The  Theory  of  Lubrication  and  the  Coefficient  of  Friction. 
Those  who  have  made  a  special  study  of  lubrication  do  not 
always  agree  as  to  just  what  defines  the  lubricating  value  of  an 
oil.  The  work  of  Ubbelohde'  tends  to  establish  the  fact  that 
all  oils  of  the  same  viscosity  have  the  same  lubricating  power. 
Ubbelohde  showed  that  mineral  oils  having  the  same  specific' 
viscosities,  whether  refined  or  unrefined  oils,  distilled  or  undis- 
tilled  oils,  possessed  identical  coefficients  of  friction,  without 
regard  to  the  origin  of  the  oils. 

That  theoretical  principle,  however,  must  be  modified  to 
meet  practical  conditions.^  Oils  of  the  same  viscosity  do  not 
always  hold  their  viscosity  in  service  as  might  be  expected,  oxi- 
dation taking  place  and  carbon  and  asphaltic  bodies  being  de- 
veloped in  the  oil.  O'Neill  (see  page  107)  has  demonstrated 
that  one  oil  may  change  less  in  service  than  another  because  of 
the  fact  that  it  is  ** closer  cut."  Lubricating  oils  must  have 
peculiar  properties  aside  from  the  viscosity,  when  used  for  special 
purposes,  as  in  forced-feed  lubrication,  for  example,  where  oils 
which  do  not  emulsify  with  water  are  essential;  and  in  the  case  of 
steam-cylinder  oils,  which,  to  da  e,  have  been  manufactured  by 
blending  heavy  mineral  oil  residues  with  fatty  oils,  in  order  to 

»  PetMeum,  7,  773,  882  and  938;  8,  683;  Seifenseider  Ztg.,  39,  1009  and 
1045;  and  Petroleum  Rev.y  27,  293  and  325.  Cf.  Dbeley,  Engineering,  108 
(1919),  rs|.^  ^^. 

*  Absc*'^'*  VifcoF*     ^ ;.  »^*8pecific  viscosity  are  closely  related  (see  page  90). 

*  On  piactical  ri  V^ii^ts,  see  Denton,  Trans.  Am.  Soc.  Mech.  Eng.,  11, 
1013;  and  Bailey/ i^r.     Inst.  Civ.  Eng.,  46,  372. 
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promote  adhesion  to  the  metal  surfaces  in  the  steam  cy^anda^ 
Sometimes  a  lubricating  oil  is  said  to  possess  "body,"  a  ratho' 
vague  property,  diflScult  to  define.* 

An  interesting  report  on  the  relation  between  the  viseodty  and 
the  chemical  constitution  of  lubricating  oils  has  been  poblished 
by  Dunstan  and  Thole.^  All  the  experiments  were  carried  oat  on 
six  oils,  both  before  and  after  refining  with  two  volumes  of  con- 
centrated sulphuric  acid.  In  three  instances  the  refining  losses 
were  33.3  per  cent.,  20.0  per  cent.,  and  50  per  cent.,  respectirelT; 
these  figures  appear  to  indicate  a  somewhat  drastic  cfamnical 
treatment.  In  ever>'  case  the  refined  oils  possessed  lower  vis- 
cosities and  specific  gravities  but  higher  molecular  weigbts,  than 
the  corresponding  unrefined  oils,  but  the  coefficients  of  alteration 
of  viscosity  with  temperature  remained  practically  unchanged. 
As  a  rule,  the  ratio  of  the  percentage  of  carbon  to  hydrogen  was 
also  lower  in  the  refined  oils.  One  Russian  lubricating  ofl  was, 
however,  an  exception  to  this  rule. 

Although  the  paper  of  Dunstan  and  Thole  nominally  is  con- 
cerned mainly  with  the  viscosities  of  lubricating  oils,  it  actually 
deals  very  largely  with  the  consideration  of  their  *'  lubricatijQg 
values.  *'  Dunstan  and  Thole  are  inclined  to  consider  that  there 
is  at  present  no  method  of  determining  the  lubricating  vahie  of 
an  oil;  but,  in  spite  of  this,  throughout  their  report  they  fre- 
r;uently  make  statements  showing  that  one  oil  is  a  better  or 
/orse  lubricant  than  another.  It  is  clear  that  such  statemerts 
must  be  based  on  the  results  of  some  measiu^ments,  and  pre- 
sumably these  measurements  either  are  the  somewhat  vagu^ 

results  of   practical  experience  with  machiner\'  under  runnin*; 

r 

'  In  his  consideration  of  lut*icants  for  intemal-combustioii  eon;,  es, 
CoNRADsoN  [JProc.  AffL  Soc  Te$t  Mai,,  18  (1918;.  II.  3SS.'  poin  «  oi '  Jiat 
the  selection  of  a  proper  grade  of  oil  for  each  class  of  service «  fif '  jpon 
a  number  of  factors,  such  as  t>'pe  and  condition  of  mach'  ^    rating 

system,  method  of  applying  lubricant,  method  of  cooli:^.  Imatic 

conditionH.  On  the  relations  of  viscosity  and  ''body/'  &■  .^  sbukt, 
Tram.  Am.  Soc  Mech.  Eng..  1903,  147.  '     * 

By  addiuK  I  per  cent,  of  free  fatty  acid  to  a  min  -U  6?  iie  loBHeating 
powor  iri  iiicTOiuied  as  much  as  by  adding  a  very  m-  >^i  if  percentage  of 
fatty  tnl.     Tho  omulsifying  properties  also  can  *  I  Ifd  matoiaUy  by 

tho  atlditiciii  of  futty  acids  (Xaturt.  104    1920:  \^  «Kibrieation  as  a 

problmii  iif  rulliiid  physics,  see  Alexander.  J.  *jf-CAr«i„  12  (19^), 

4M,     On  ihH  diiiftiiM*  tfiiMion  of  oils,  see  Grun)  i.Al  Beix.  Z.  InttrwrnO^ 

iMlr.,  M(luiU),  luA. 

^J,  Innt  fUt  Ttoh.^  4  (1918;,  191. 
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conditions,^  or  have  been  obtained  from  tests  made  on  some  type 
of  mechanical  oil-tester. 

The  experience  of  experts  on  this  subject  has  been  that,  when 
the  results  of  the  lubricating  values  of  a  large  number  of  oils  of 
the  same  class,  as  measured  on  a  Thurston  oil-tester  at  the  same 
temperature,  bearing  pressure,  and  speed  of  rubbing  surfaces, 
by  an  observer  ignorant  of  the  viscosities  of  the  oils,  are  tabu- 
lated in  their  order  of  magnitude,  they  are  found  to  have  been 
arranged  in  the  reverse  order  of  the  viscosities  of  the  same  oils 
at  the  testing  temperature.  This  experience  is  in  accord  with 
statements  of  Dunstan  and  Thole  that  for  lubricants  the  lowest 
viscosity  compatible-  with  circumstances  is  essential,  because 
otherwise  energy  is  absorbed  needlessly  and  converted  into  heat. 
The  lubricant  is  concerned  with  the  transformation  of  solid  into 
liquid  friction,  and  therefore  its  own  internal  friction  should  be 
as  near  zero  as  possible.  It  is  thought  that  some  measure  of  the 
lubricating  value  of  an  oil  is  had  in  the  results  of  tests  in  a  me- 
chanical tester  such  as  that  of  Thurston.  As  to  how  far  these 
results  are  directly  proportional  to  the  true  lubricating  value  is 
perhaps  not  fully  demonstrated,  but  the  results  obtained  are 
thought  to  be  of  real  technical  value.'  From  a  practical  stand- 
point, whether  the  mechanically  most  efficient  lubricant  is  the 
most  economical  depends  somewhat  upon  the  ratio  of  efficiency, 
the  amount  employed  and  the  cost  of  the  materiah'  Most  use^^ 
of  lubricants  eliminate  the  use  of  mechanical  testers,  and  either 
purchase  a  definite  brand  of  lubricating  oil  which  has  been  found 
^o  be  satisfactory  or  buy  on  specifications  secured  by  service  tests. 

'cientific  literature  contains  descriptions  of  many  types  of 

mi  hanical  testers,*  among  which  dte  the  light  and  heavy  types 

•i  It 

*  I  tlm,l)(brication  of  machinery  of  all  types,  see  Battle's  "Lubricating 
Engii  fr  i^^book,"  1916,  126-90.  For  considerations  of  the  lubrica- 
tion p  I  ,o  j^und  in  power  plants,  see  Demaby,  Power  Plant  Eng.,  23 
(1919)   9c  .,    ^d  Ji^fB,  Power  House,  12  (1919),  411. 

*  On  ubricv*  ion  value,  see  Ubbelohdf,  Petroleum,  7  (1912),  773,  882  and 
938;  and  PET^ip'r,  J^i'^heprie  der  Reibung,"  1887. 

'  Greases  hav^k  |.po^'j^^2ykechanic&l  efficiency  compared  with  oils,  but  from 
the  point  of  ecor  \\i\  .f^ni^leanliness  they  are  more  suitable  for  certain  uses. 

*  See,  especially.  i'<  •':Ji^cription  of  various  mechanical  testers,  Archbutt 
and  Deelet's  "Lubr^*^  y  .\and  Lubricants,"  3rd  ed.  On  machines  for  testing 
lubricants,  see  also  Tjf^jjrjxi^'s  "Materials  of  Engineering,"  5th  ed.,  1,251; 
and  Carpenter  and  Diedk  cichs'  "Experimental Engineering,"  7th  ed., 256. 
On  an  apparatus  which  me.)  ?8  relatively  the  durability  and  the  internal 
friction  of  an  oil,  see  Moorf  .ad  xiiCHTER,  Met.  Chem.  Eng.,  16  (1916),  692. 
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of  Thurston  machine,  the  Kingabury,  Hess,  Wilkinfl,  Dettmar, 
Olsen-Cornell,  Aahcroft,  Boult,  Martens,  Riehl^,  and  many 
others.  In  the  Thurston  machine  (see  Fig.  51),  two  brasses 
work  against  a  cylindrical  journal.     The  upper  brass  supports  a 


Fio.  52. — Thurslon'e  railroad  lubri- 
cant teBtiog-inachiiie, 
The  Thunton  machine  i»  mule  in  two 

b^'nE>  ol  the'um/dimeEafau  u'thM 
lued  in  ntsDdiird  Fir  ronitrurtioD.  a  thown 


bearinj^;   .V.  buretlo.  furpisbinff  tbr  sup- 
ply of  oil  ^  Af.AiphoD.Fontrotliai  tfapBunply 


ing  mslcriBl  ■■  to  be  plnred  foi  tnt.  This 
JDurnftl  is  on  (he  ovsrhuna  eitremily  of 
shaft  .1,  which  IB  rstTicdiDbcBringB.  BB', 
on  A  gtiDdscd.  DD;  mouoted  an  h  buc- 
plBte.  BE'.  The  »h»[t  is  driven  by  b 
pul1«y.    C.    Bl    Bny,  dnired   Bpml.     The 

Ii'print'   Th/tot^l^prM^on  Si/joSroBl 

J»P',  and  indicBlet  the  aniilc  Buumed  by 
thp  pendulum.  //.  Bnd  bBll.  /.  *t  Bay  mo- 
menl.  The  ErBduations  on  the  fii<.d  ttuW. 
fP,  «how  the  tolBl  frii:lion.  f;  thin,  di- 
vided by  the  total  preMure.  F.  given  «,  the 


pendulum  which  contains  a  spring  pressing  against  the  lower 
brass.  The  pressure  of  the  brasses  on  the  journal  may  be  in- 
creased by  tightening  the  spring.     The  lubricating  oil  is  supphed 
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between  the  revolving  journal  and  the  brasses.     The  coefficient 

F 
of  friction,  m,  equals  p- 

W'^r  sin  € 
F  =  total  frictional  resistance  =  >  where  W^' equals  the 

To 

weight  of  the  pendulum,  r  equals  the  radius  from  center  of  jour- 
nal to  center  of  gravity  of  the  pendulum,  To  equals  the  radius  of 
the  journal,  and  e  equals  the  angle  between  the  pendulum  and 
perpendicular  through  the  axis. 

P  =    total  pressure  of  the  brasses  on  the  journal. 

In  practice  F  and  P  are  secured  by  direct  readings. 

18.  Specifications  for  Lubricating  Oils. — The  Appendix y  pages 
380  and  558,  gives  general  requirements  for  lubricating  oils. 

19.  Blending  of  Lubricating  Oils. — The  viscosity  of  a  mixture 
of  two  oils  is  not  an  additive  property,  so  that  the  ultimate 
viscosity  is  best  determined  by  means  of  an  equation^  or,  what 
is  more  practical,  by  the  aid  of  a  curve  (see  the  Appendix, 
page  357). 

» /.  Ind.  Eng,  Chem,,  1  (1909),  13. 


CHAPTER  V 

THE  EXAMINATION  OF  BITUMINOnS  ROAD  MATERIALS 

1.  Classification  of  Commonly  Used  Bituminous  Materials. 

2.  Scheme  of  Examination. 

3.  Specific  Gravity. 

4.  Float  Test. 

5.  Penetration  Test. 

6.  Melting-Point. 

7.  Volatilization  Test. 

8.  Bitumen  Soluble  in  Carbon  Disulphide  (Total  Bitumen). 

9.  Determination  of  Bitumen  Insoluble  in  ParaflBn  Naphtha. 

10.  Determination  of  Fixed  Carbon. 

11.  Paraffin  Scale. 

12.  Extraction  of  Bituminous  Aggregates;  Recovery  of  Bitumen. 

13.  Grading  the  Mineral  Aggregate. 

14.  Determination  of  Voids  in  the  Mineral  Aggregate. 

15.  Flash-  and  Burning- Points. 

16.  Petrolenes,  Asphaltenes  and  Carbenes. 

17.  Other  Tests  on  Bituminous  Road  Materials. 

18.  Specifications  for  Bituminous  Road  Materials,  etc. 

The  methods  included  in  this  Chapter  are  predominantly  those 
of  the  Office  of  Public  Roads  of  the  United  States  Department 
of  Agriculture.^  In  general,  they  may  be  accepted  as  standard 
procedures  for  use  in  the  examination  of  bituminous  road  ma- 
terials. 

1.  Classification  of  Commonly  Used  Bituminous  Materials. 
(A)  Natural.  (1)  Asphalt  or  '^Mineral  Pitch.*'^ — Trinidadi 
Venezuelan,  Californian,  and  other  native  asphalts  may  contain 
small  or  large  percentages  of  extraneous  mineral  matter  (cal- 
careous, silicious  or  earthy  matrix)  and  water. 

(2)  Gilsonite  or  Uintaite, — An  asphaltite  which  is  nearly  pure 
bitumen.^  Glance  pitch  (manjak)  and  grahamite  are  other 
asphaltites. 

'  BuUetin  314  U915),  48  pp.,  by  P.  Hubbard  and  C.  S.  Rebvb;  <;f.  the 
Appendix,  pages  385  et  seq.. 
» See  Richardson,  J.  Soc.  Chem.  Ind.,  17  (1898),  13. 
2  Day,  J.  Frank.  Inst.,  140  (1895),  221;  Proc.  Am.  Phil.  Soc,  87,  171. 
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Related  minerals  are  the  asphaltic  pyrobitumens,  elaterite, 
wiirtzilite,  albeitite,  and  impsonite.  These  and  the  other 
bitumens  are  described  in  Abraham's  ''Asphalts  and  Allied 
Substances." 

(3)  Asphaltic  Limestones  and  Sands. — The  proportion  of  bi- 
tumen ("tar")  usually  is  not  over  12  to  15  per  cent.^ 

(4)  Maltha. — A  viscous  hydrocarbon  complex,  ^Iso  known  as 
pissasphali. 

(B)  Artificial.  (1)  Straight  Petroleum  Asphalt.  —A  residue 
left  after  the  sufficient  distillation  of  petroleum;  it  is  practically 
pure  bitumen.  The  pyrogenous  treatment  of  wurtzilite  also 
gives  an  artificial  asphalt. 

(2)  Oxidized  or  Blown  (Byerly  and  Culmer  processes)  and 
Sulphurized  (Dubbs  process)  Residt^es.^ — These  products  are 
essentially  pure  bitumens. 

(3)  Tars  and  Tar  Products. — Nearly  pure  bitumens. 

(4)  Emulsions. — These  maj''  contain  foreign  material,  such  as 
water  and  salts  of  organic  acids. 

2.  Scheme  of  Examination. — All  petroleum,  maltha,  and 
solid  native  bitumen  products  are  subjected  to  the  following 
tests:  Specific  gravity;  volatilization  at  163°C.;  bitumen  soluble 
in  carbon  disulphide;  bitumen  insoluble  in  86°Bd.  paraffin  naph- 
tha; and  fixed  carbon. 

Of  these  types  the  very  fluid  and  sometimes  the  more  viscous 
products  may  be  submitted  to  viscosity,  flash-,  and  burning- 
point  determinations.  Very  viscous  materials,  too  soft  for  the 
penetration  test,  are  subjected  to  the  float  test,  and  semi-solid  and 
solid  products  to  the  penetration  test.  If  the  material  is  sufficiently 
hard  at  ordinary  temperatures,  a  melting-point  determination 
also  may  prove  of  value.  Sometimes  two  or  more  of  the  above 
mentioned  tests,  depending  upon  the  character  of  the  material 
and  the  use  to  which  it  is  to  be  put,  may  be  made  to  advantage 
on  a  single  material.'  When,  for  any  reason,  it  is  suspected  that 
the  material  under  examination  has  been  overheated  and  possibly 
injured  during  process  of  manufacture,  or  prepared  from  a  solid 

^  See  Rept.  281,  Mines  Branch,  Canada  Dept.  of  Mines;  and  also  the  fol- 
lowing Summary  Reports^  Mines  Branch,  Canada  Dept.  of  Mines:  1913, 
54;  1914,  62;  1915,  68;  1916,  56;  and  1918,  194. 

*  See  Bacon  and  Hamor,  lib.  cit.j  2,  620  and  626. 

'  On  distinguishing  between  natural  and  artificial  asphalts,  6ee  Gra£fe, 
Z.  angew,  Chem.j  29  (1916),  i,  21.  See  also  Pailler,  Caoutchoxic  &  guUa 
percha,  16  (1919),  10063. 
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native  indurated  bitumen,  the  determination  of  bittunen  in- 
soluble in  carbon  tetrachloride  may  be  made.  The  paraffin 
scale  determination  is  made  on  those  materials  which  are  to  be 
identified  as  being  partly  composed  of  heavy  paraffin  hydro- 
carbons. The  residue  obtained  from  the  volatilization  test  usu- 
ally is  subjected  to  either  the  float  or  penetration  test,  and,  in 
addition,  it  may  be  examined  according  to  any  or  all  of  the  above- 
mentioned  tests,  as  occasion  may  require. 

Tar  and  tar  products  are  submitted  to  the  following  tests: 
Specific  gravity;  distillation;  and  bitumen  soluble  in  carbon 
disulphide. 

Petroleum  and  asphalt  emulsions  are  subjected  to  some  of  the 
methods  of  examination  applicable  to  fluid  and  viscous  residual 
petroleums  and  also  to  the  following  analytical  determinations: 
water,  ammonia,  fixed  alkali,  and  fatty  and  resin  acids. 

In  addition,  the  viscosity  test  may  be  employed  for  fluid  prod- 
ucts, and  it  is  usually  desirable  that  the  float  test  be  made  on 
all  the  viscous  and  semi-solid  tar  products.  Melting-point 
determinations  also  are  made  on  the  more  or  less  solid  refined 
tars  or  tar  pitches.  Mixtures  of  tar  and  petroleum  or  asphalt 
products  are,  in  addition,  subjected  to  the  dimethyl  sulphate 
test. 

Some  exceptional  materials  cannot  be  examined  satisfactorily 
according  to  any  one  predetermined  scheme,  and  at  the  present 
time  this  matter  must  be  left  to  the  judgment  and  experience  of 
the  analyst.  Practically  all  of  the  methods  described  herein- 
after are,  however,  applicable  to  the  more  common  materials, 
and  for  a  given  material  those  methods  should  be  selected  which 
will  give  the  most  information  concerning  its  character  and  suit- 
ability for  the  specific  use  for  which  it  is  intended. 

Bituminous  aggregates  are  examined  first  for  the  percentage 
of  bitumen  soluble  in  carbon  disulphide.  If  the  amount  is  in 
excess  of  5  per  cent.,  an  extraction  is  made  on  a  large  sample  and 
the  recovered  bitumen  is  examined  according  to  one  of  the  pre- 
viously mentioned  schemes  if  it  can  be  identified,  or,  if  not,  it 
is  submitted  to  those  tests  which  are  of  most  value,  as  suggested 
above.  The  extracted  mineral  aggregate  usually  is  graded 
quantitativel}'',  and,  if  it  is  to  be  used  or  has  been  used  as  an  inte- 
gral part  of  the  road  proper,  its  percentage  of  voids  sometimes  is 
determined. 

Forms  for  reporting  the  results  of  the  examination  of  bitumin- 
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OU8  road  materials  according  to  the  methods  described  herein, 
are  given  in  the  Appendix,  page  383. 

3.  Specific  Gravity, — {A)  Pycnometer  Method  (used  for 
viscous  fluid  and  semi-solid  bitumens  and  emulsions). 

Ap-paraiua. — 1  large  metal  kitchen  spoon;  1  steel  spatula  or 
kitchen  knife;  1  bunsen  burner  and  rubber  tubing;  1  250-c.c. 
low-form  glass  beaker;  1  chemical  thermometer  reading  from 
—  10''C.  to  110''C.;  1  special  pycnometer  (Fig. 
53);  and  I  analytical  balance,  capacity  100  g., 
sensitive  to  0.1  mg. 

Procedure. — The  inconvenience  and  difBculty 
of  employing  the  ordinary  narrow-neck  pycnom- 
eter, when  determining  the  specific  gravity  of 
viscous  fluid  and  semi-solid  bitumens,  has  led  to 
the  use  of  the  special  form  shown  in  Fig.  53. 

This  pycnometer  consists  of  a  fairly  heavy, 
straight-walled  glass  tube,  70  mm.  long  and  22 
mm.  in  diameter,  carefully  ground  to  receive  an 
accurately  fitting  solid  glass  stopper  with  a  hole 
of  1.6  mm.  bore,  in  place  of  the  usual  capillary 
opening.  The  lower  part  of  this  stopper  is 
made  concave  in  order  to  allow  all  air  bubbles 
to  escape  through  the  bore.  The  depth  of  the  cup-shaped 
depression  is  4.8  mm.  at  the  center.  The  stoppered  tube  has 
a  capacity  of  about  24  c.c.  and  when  empty  weighs  about  28 
.  g.  Its  principal  advantages  are  (1)  that  any  desired  amount  of 
bitumen  may  be  poured  in  without  touching  the  sides  above  the 
level  desired;  (2)  it  is  easily  cleaned;  and  (3),  on  account  of  the 
1.6  mm.  bore,  the  stopper  can  be  more  easily  inserted  when  the 
tube  is  filled  with  a  very  viscous  oil  than  if  it  contained  a  capil- 
lary opening. 

When  working  with  semi-solid  bitumens  which  are  too  soft 
to  be  broken  and  handled  in  fragments,  the  following  method  of 
determining  specific  gravity  is  employed.  The  clean,  dry 
pycnometer  first  is  weighed  empty  and  this  weight  is  called  "a. " 
It  then  is  filled  in  the  usual  manner  with  freshly  distilled  water  at 
25''C.,  and  the  weight  again  is  taken  and  called  "b."  A  small 
amount  of  the  bitumen  should  be  placed  in  the  spoon  and  brought 
to  a  fluid  condition  by  the  gentle  application  of  heat,  with  care 
that  no  loss  by  evaporation  occurs.  When  sufficiently  fluid, 
enough  is  poured  into  the  dry  pycnometer,  which  also  may  be 


Fig.  53.— Spe- 
cific gravity  bottle 
(Hubbard  typ«}. 
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warmed,  to  fill  it  about  half  full,  without  allowing  the  material 
to  touch  the  sides  of  the  tube  above  the  desired  level.  The  tube 
and  contents  then  are  allowed  to  cool  to  room  temperature,  after 
which  the  tube  with  the  stopper  is  weighed.  This  weight  is 
called  **c.''  Distilled  water,  at  25**C.,  then  is  poured  in  until  the 
pycnometer  is  full.  After  this,  the  stopper  is  inserted,  and  the 
whole  is  cooled  to  25°C.  by  a  30-minute  immersion  in  a  beaker  of 
distilled  water  maintained  at  that  temperature.  All  surplus 
moisture  then  is  removed  with  a  soft  cloth,  and  the  pycnometer 
and  contents  are  weighed.  This  weight  is  called  '*d."  From 
the  weights  obtained  the  specific  gravity  of  the  bitumen  may  be 
calculated  readily  by  the  following  formula:  Specific  gravity  at 

25°C./25°C.  =  7.-   -f^^j— ,. 

'  (b-a)  -  (d-c) 

Both  **a''  and  **6''  are  constants  and  need  be  determined  but 
once.  It  is  therefore  necessary  to  make  but  two  weighings  for 
each  determination  after  the  first.  Results  obtained  according 
to  the  method  given  supra  are  accurate  to  within  2  units  in  the 
third  decimal  place,  while  the  open-tube  method  is  accurate  to 
the  second  decimal  place  only. 

The  specific  gravity  of  fluid  bitumens  may  be  determined  in  the 
ordinary  manner  with  the  pycnometer  by  completely  filling  it 
with  the  material  and  dividing  the  weight  of  the  bitumen  thus 
obtained  by  that  of  the  same  volume  of  water. 

The  pycnometer  may  be  cleaned  by  placing  it  in  a  hot-air 
bath  until  the  bitumen  is  sufficiently  fluid  to  pour.  As  much  is 
drained  out  as  possible  and  the  interior  is  swabbed  with  a  piece 
of  cotton  waste.  It  then  is  rinsed  clean  with  a  little  carbon  di- 
sulphide  and,  after  drying,  is  again  ready  for  use. 

(B)  Displacement  Method  (used  for  hard  solid  bitumens). 

Apparatus. — 1  chemical  thermometer  reading  from*  —  lO^C. 
to  110°C.;  1  analytical  balance,  capacity  100  g.,  sensitive  to  0.1 
mg.;  1  wood  or  metal  platform;  1  150-c.c.  low-form  glass  beaker; 
and  1  piece  of  fine  silk  thread. 

Procedure. — For  materials  which  are  hard  enough  to  be  broken 
and  handled  in  fragments  at  room  temperature,  the  following 
method  will  prove  convenient.  A  small  fragment  of  the  bitiunen 
(about  1  c.c.)  is  suspended  by  means  of  a  silk  thread  from  the 
hook  on  one  of  the  pan  supports,  about  l^-^  in.  above  the  pan, 
and  weighed.  This  weight  is  caMed  *'a."  It  then  is  weighed 
when  immersed  in  water  at  a  temperature  of  25°C.,  as  shown  in 
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Fig.  54,  and  this  weight  is  called  "b."     The  specific  gravity  then 
may  be  calculated  by  means  of  the  following  formula: 

Specific  gravity  =  ~—r 

Use  of  Specific  Gravity  Determination,— The  specific 
gravity  determination  is  made  on  all  bitumens  containing  less 
than  50  per  cent,  of  mineral  matter,  and  also  on  bitumens  re- 
covered from  bituminous  aggregates.  The  specific  gravity  usu- 
ally is  reported  to  the  third  decimal  place. 


lethod  of  determining  specific 


4.  Float  Test.  Apparatus. — 1  aluminum  float  or  saucer;  2 
conical  brass  collars;  2  1-quart  tin  cups,  seamless;  2  chemical 
thermometers  reading  from  —ICC.  to  UO'C;  1  iron  tripod; 
1  bunsen  burner  and  rubber  tubing;  1  burette  clamp  and  support; 
1  large  metal  kitchen  spoon;  1  steel  spatula  or  kitchen  knife;  1 
brass  plate,  5  by  8  cm.;  and  1  stop-watch. 

Procedure. — The  float  apparatus  (Fig.  55)  consists  of  two 
parts,  an  aluminum  float  or  saucer  and  a  conical  brass  collar. 
The  two  parts  are  made  separately,  so  that  one  float  may  be 
used  with  a  number  of  brass  collars. 

In  making  the  test  the  brass  collar  is  placed  with  the  small  end 
down  on  the  brass  plate,  which  previously  has  been  amalgamated 
with  mercury  by  first  rubbing  with  a  dilute  solution  of  mercuric 
chloride  or  nitrate  and  then  with  mercury.  A  small  quantity  of 
the  material  to  be  tested  is  heated  in  the  metal  spoon  until  quite 
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fluid,  with  care  that  it  undergoes  no  appreciable  loss  by  volatili- 
zation and  that  it  is  kept  free  from  air  bubbles.  It  then  is  poured 
into  the  collar  in  a  thin  stream  until  slightly  more  than  level  with 
the  top.  The  surplus  may  be  removed,  after  the  material  has 
cooled  to  room  temperature,  by  means  of  a  spatula  or  steel  knife 
which  has  been  heated  slightly.  The  collar  and  plate  then  are 
placed  in  one  of  the  tin  cups  containing  ice  water  maintained  at 
5°C.,  and  are  left  in  this  bath  for  at  least  15  minutes.  Mean- 
while the  other  cup  is  filled  about  three-fourths  full  of  water  and 
placed  on  the  tripod,  and  the  water  is  heated  to  any  desired 
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Fio.  65. — Apparatus  for  uso  in  carrying  out  the  float  test  (New  York  Testing 
Laboratory  apparatus) :  a,  aluminum  float  or  saucer;  b,  conical  brass  collar. 

temperature  at  which  the  test  is  to  be  made.  This  temperature 
should  be  maintained  accurately  and  should  at  no  time  through- 
out the  entire  test  be  allowed  to  vary  more  than  0.5°C.  from  the 
temperature  selected.  After  the  material  to  be  tested  has  been 
kept  in  the  ice  water  for  at  least  15  minutes,  the  collar  with  its 
contents  is  removed  from  the  plate  and  screwed  into  the  alu- 
minum float,  which  then  is  floated  immediately  in  the  warmed 
bath.  As  the  plug  of  bituminous  material  becomes  warm  and 
fluid,  it  is  forced  gradually  upward  and  out  of  the  collar,  imtil 
water  gains  entrance  to  the  saucer  and  causes  it  to  sink. 

The  time  in  seconds  between  placing  the  apparatus  on  the 
water  and  when  the  water  breaks  through  the  bitumen,  is  deter- 
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mined  by  means  of  a  stop-watch  and  is  taken  as  a  measure  of  the 
consistency  of  the  material  under  examination. 

Use  op  the  Float  Test. — This  test  always  is  made  on  viscous 
and  semi-solid  refined  tars,  and  often  on  the  viscous  and  semi- 
solid petroleum  and  asphalt  products,  although,  when  the  pene- 
tration test  can  be  employed  on  the  two  latter  classes  of  material, 
th6  float  test  is  not  always  considered  necessary.  For  the  more 
fluid  products  the  test  is  carried  out  at  32°C.;  and  for  the  semi- 
solid materials,  at  50°C.  Wheii  the  material  under  examination 
is  quite  hard,  the  test  may  be  run  at  100*^0. 

The  float  test  is  a  most  convenient  one  for  roughly  checking 
the  uniformity  of  different  shipments  of  bituminous  material 
furnished  under  specifications. 

6.  Penetration  Test.  Apparatus, — 1  penetrometer  complete, 
with  a  seconds  pendulum  or  metronome;  1  tin  box,  approximately 
S  cm.  in  diameter  by  3.5  cm.  in  height;  1  large  metal  kitchen 
spoon;  1  steel  spatula  or  kitchen  knife;  1  glass  penetration  dish, 
approximately  10  cm.  in  diameter  by  6  cm.  high;  1  enamel-ware 
dish,  approximately  3  in.  deep  and  9  in.  in  diameter;  and  1 
chemical  thermometer  reading  from  -10°  to  110°C. 

Procedure. — The  object  of  the  penetration  test  is  to  ascertain  the 
consistency  of  the  material  under  examination  by  determining  the 
distance  a  weighted  needle  will  penetrate  it  at  a  given  tempera- 
ture. A  standard  needle  is  employed  for  this  purpose  and  this 
xieedle  usually  is  weighted  with  100  g.  The  depth  of  penetra- 
tion is  determined  upon  the  bitumen  maintained  at  25°C.,  while 
the  load  is  applied  for  five  seconds. 

The  standard  needle  is  made  from  round,  polished,  annealed- 
steel  drill  rod  having  a  diameter  of  from  0.0405  to  0.0410  in.  The 
rod  is  tapered  to  a  sharp  point  at  one  end,  with  the  taper  extend- 
ing back  l^  in.  It  then  is  polished  highly,  tempered,  and  again 
polished  with  jeweler's  rouge.  The  finished  needle  is  from  1^ 
to  2  in.  in  length  and  exactly  0.040  in.  in  diameter.  This  needle, 
as  made  in  the  laboratory  by  Hubbard  and  Reeve,  gives  the  same 
results  as  the  old  standard  No.  2  cambric  needle  and  possesses 
the  advantage  that  it  can  be  duplicated  exactly  and  described 
accurately. 

The  penetration  apparatus  shown  in  Fig.  56  consists  of  a 
standard  needle  **«, "  inserted  in  a  short  brass  rod,  which  is  held 
in  the  aluminum  rod  "6'*  by  a  binding  screw.  The  aluminum 
rod  is  secured  in  a  framework  so  weighted  and  balanced  that. 
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when  it  is  supported  on  the  point  of  the  needle,  the  framework 
and  rod  will  stand  in  an  upright  position,  allowing  the  needle 
to  penetrate  perpendicularly  without  the  aid  of  a  support. 

The  frame,  aluminum  rod,  and  needle  weigh  100  g.  with  the 
weight  "c"  on  the  bottom  of  the  frame,  while  without  the  weight 
they  weigh  50  g.  Fig.  56  shows  the  needle  and  weighted  frame, 
together  with  side  and  front  views  of  the  entire  apparatus,  {lut 
together  and  ready  for  making  a  penetration.  The  shelf  for  the 
sample  is  marked  "d;"  "e"  is  the  clamp  to  hold  the  aluminum 


Fia.  56. — Dow  poDotratioo  machitis. 


rod  until  it  is  desired  to  make  a  test;  and  "/"  is  a  button  which, 
when  pressed,  opens  the  clamp.  By  turning  this  button  while 
the  clamp  is  being  held  open,  it  will  lock  and  keep  the  clamp 
from  closing  until  unlocked.  The  device  for  measuring  thedis- 
tance  penetrated  by  the  needle  coneiBf^  of  a  rack,  with. a  foot 
"g."  The  movement  of  this  rack  turns  a  pinion,  to  which  is 
attached  the  hand  which  indicates  on  the  dial  "ft"  the  vertical 
distance  covered  by  the  rack.  One  division  of  the  dial  corre- 
sponds to  a  movement  of  0.1  mm,  by  the  rack.  The  rack  may 
bo  raised  or  lowered  by  moving  the  counterweight  "i"  up  or 
down.    The  tin  bo.x  containing  the  sample  to  be  tested  is  marked 
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"t;"  this  is  submerged  in  water  contained  in  the  glass  cup,  in 
order  to  maintain  a  constant  temperature. 

This  apparatus  is  known  as  the  Dow  penetration  machine.  An- 
other type  of  machine,  known  as  the  New  York  Testing  Labora- 
tory penetrometer,  based  upon  the  same  general  principle  and 
using  the  same  standards,  is  at  present  employed  by  the  Office 
of  Public  Roads  and  Rural  Engineering.  This  penetrometer  is 
shown  in  Fig.  57.  Both  machines  give  practically  the  same 
results,  if  operated  under  the  same  conditions,  and  it  is  therefore 
unnecessary  to  include  a  description  of  the  last-mentioned  instru- 
ment. 


Fio.  57. — New  York  Testing  Laboratory  penetrometer. 

A  cup  suitable  for  holding  the  box  containing  the  test  sample 
during  penetration  is  made  conveniently  from  a  glass  crystalliz- 
ing dish,  10  cm.  in  diameter,  with  straight  sides  about  6  cm.  high. 
Three  right  triangles,  with  right-angle  sides  1  and  5  cm.,  respec- 
tively, are  cut  from  He  ^^-  sheet  metal.  Some  solid  bitumen  is 
melted  in  the  bottom  of  the  dish,  forming  a  layer  about  ^-in.  thick, 
into  which  the  triangles  are  placed,  resting  on  the  side  5  cm.  long. 
Their  apexes  should  meet  at  the  center,  with  their  short  sides 
dividing  the  circumference  of  the  dish  into  three  equal  arcs. 
When  the  bitumen  has  hardened,  the  triangles  give  a  firm  sup- 
port for  circular  boxes,  and  the  possiblity  of  any  rocking  motion 
and  consequent  faulty  results  is  avoided. 
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The  penetration  test  is  conducted  as  follows.^  A  sample  of 
the  material  to  be  tested  is  warmed  sufficiently  to  flow,  arid 
poured  into  the  tin  box.  The  box  and  contents,  after  cooling 
for  30  minutes  at  room  temperature,  are  immersed  in  water  main- 
tained at  the  temperature  at  which  the  test  is  to  be  made,  and 
allowed  to  remain  immersed  for  one  and  one-half  hours.  The 
sample  in  the  tin  box  now  should  be  placed  in  the  glass  cup  and 
removed  in  it,  covered  with  as  much  water  as  convenient  without 
spilling,  to  the  shelf  *'d."  The  brass  rod  with  the  needle  is 
inserted  into  "6"  and  secured  by  tightening  the  binding  screw. 
The  rod  is  lowered  until  the  point  of  the  needle  almost  touches 
the  surface  of  the  sample;  then,  by  grasping  the  frame  with  both 
hands,  it  is  pulled  down  cautiously  until  the  needle  just  comes 
in  contact  with  the  surface  of  the  sample.  This  can  be  seen  best 
by  having  a  light  so  situated  that,  upon  looking  through  the  sides 
of  the  glass  cup,  the  needle  will  be  reflected  from  the  surface  of 
the  sample.  After  thus  setting  the  needle,  the  counterweight 
is  raised  slowly  until  the  foot  of  the  rack  rests  on  the  head  of  the 
rod  and  a  reading  of  the  dial  is  taken.  The  clamp  then  is  opened 
wide  by  pressing  the  button  and  is  held  in  this  position  for  exactly 
five  seconds,  as  determined  by  the  pendulum  or  metronome. 
The  clamp  then  is  released,  the  rack  lowered  until  it  rests  on  the 
rod,  and  the  difference  between  the  first  and  second  readings  * 
of  the  dial  in  hundredths  of  a  centimeter  is  taken  as  the  distance 
penetrated  by  the  needle. 

Owing  to  the  susceptibility  of  certain  bitumens  to  slight 
changes  in  temperature,  the  water-bath  should  be  maintained 
accurately  at  the  desired  temperature,  both  before  and  during 
the  test,  and,  when  the  room  temperature  differs  greatly  from 
that  of  the  bath,  the  water  in  the  glass  cup  should  be  renewed 
after  each  test.  An  average  of  from  three  to  five  tests,  which 
should  not  differ  more  than  four  points  between  maximum  and 
minimum,  is  taken  as  the  penetration  of  the  sample.  The  tests 
should  be  made  at  points  on  the  surface  of  the  sample  not  less 
than  1  cm.  from  the  side  of  the  container  and  not  less  than  1  cm. 
apart. 

The  needle  should  be  removed  and  cleaned  thoroughly  by 

^  On  the  standard  test  for  penetration  of  bituminous  materials  issued  by 
the  American  Society  for  Testing  Materials,  see  "A.  S.  T.  M.  Standards," 
1918,  632.  Newton  and  Williams  {Pet.  Age,  6  (1919),  241)  recommend 
the  Humbolt  penetrometer. 
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wiping  with  a  dry  cloth,  after  which  it  is  ready  for  another  test. 
The  point  of  the  needle  should  be  examined  from  time  to  time 
with  a  magnifying  glass,  to  see  that  it  is  not  injured  in  any  way. 
If  it  is  found  defective,  it  may  be  removed  by  heating  the  brass 
rod  and  withdrawing  with  pliers.  A  new  needle  then  may  be 
inserted  in  the  heated  brass  rod,  and  held  firmly  in  place  by  a 
drop  of  soft  solder. 

Use  op  the  Penetration  Test. — This  test  is  made  on  all  semi- 
solid and  solid  oU-asphalts,  asphaltic  cements,  and  native  as- 
phalts, but  seldom  on  tar  products.  It  is  also  often  made  on 
the  residues  of  materials  subjected  to  the  volatilization  test, 
when  they  are  sufficiently  hard.  For  work  on  residues,  which 
seldom  amount  to  more  than  20  c.c,  a  small  container,  which 
should  not,  however,  be  less  than  1  in.  in  diameter,  will  be 
required. 

While  the  standard  conditions  under  which  this  test  is  made 
call  for  a  100-g.  load  applied  for  five  seconds  on  the  material 
maintained  at  a  temperature  of  25°C.,  it  is  sometimes  desirable, 
when  very  soft  materials  are  tested,  to  make  the  test  with  a  50- 
g.  weight.  In  order  to  ascertain  how  susceptible  a  material 
may  be  to  temperature  changes,  tests  may  be  made  at  any  other 
desired  temperatures,  preferably  0°C.,  with  a  200-g.  weight  for 
one  minute  and  at  46°C.  with  a  50-g.  weight  for  five  seconds. 

In  all  cases  the  results  of  tests  should  be  reported  in  hundredths 
of  a  centimeter,  as  follows,  showing  all  the  conditions  in  order 
that  no  misinterpretation  of  results  may  occur: 

Penetration    (. . . .    seconds,  ....  grams  at   ...  .°C.)  =  . . . . 

6.  Melting-Point^  Ball  and  Ring  Method. — Th^  apparatus 
consists  of  a  brass  ring,  J^  in.  deep  and  ^  in.  in  inside  diameter, 
with  walls  %2  in.  thick,  fastened  at  right  angles  to  a  wire;  and  a 
polished  steel  ball,  ^  in.  in  diameter,  and  weighing  between  3.45 
and  3.5  g.  (see  Fig.  133  in  the  Appendix). 

>  A  comparison  of  methods  for  determining  the  melting-points  of  asphalts 
{Chem.  Met,  Eng.,  21  (1919),  81)  indicates  that  the  Richardson  ball  method 
gives  very  close  checks,  but  has  the  disadvantage  that  personal  error  enters 
largely  into  the  manipulation.  The  General  Electric  method  gives  fair 
checks,  but  is  unsuited  for  factory  control.  The  Kramer  and  Sarnow 
method  gives  rather  the  poorest  checks  and  is  more  or  less  complicated 
and  tedious.  The  ball  and  ring  method  adopted  by  the  American  Society 
for  Testing  Materials  is  well  adapted  to  specifications,  but  is  not  very  well 
suited  for  factory  control  work,  since  but  one  sample  can  be  tested  at  a 
time  (see  page  386). 
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Procedure. — A  small  quantity  of  asphalt  is  melted  in  a  table- 
spoon and  poured  into  the  ring,  which  is  set  on  an  amalgamated 
brass  plate,  allowing  for  shrinkage.  When  it  is  cool,  the  excess 
is  cut  off  with  a  hot  knife  and  the  ball  set  on  the  asphalt  in  the 
ring.  The  ring  is  inserted  in  one  hole  of  a  two-hole  cork  and 
through  the  other  a  thermometer  is  inserted  so  that  the  ball  is 
at  the  same  level  as  the  ring,  and  the  whole  is  suspended  in  a 
water  bath,  1  in.  above  the  bottom  of  the  beaker.  Heat  is 
applied  in  sufficient  quantity  to  raise  the  temperature  at  the  rate 
of  9°F.  per  minute.  As  it  is  heated  the  ball  gradually  sinks  into 
the  asphalt,  going  through  and  forming  a  pocket  with  the  ball 


Fig.  58. — New  York  Testing  Laboratory  oven. 


inside.     The  temperature  at  which  the  pocket  touches  the  bot- 
tom of  the  beaker  is  taken  as  the  melting-point. 

For  test  of  110°F.  (43.3°C.)  melting-point  pitch,  the  sample 
should  be  cooled  to  50°F.  (10°C.);  for  210°F.  (98.8*^0,  to  lOO^F.  ^ 
(37.7°C.). 

7.  Volatilization  Test.    Apparatus, — 1   constant-temperature^^ 
hot-air  oven  with  rubber  tubing  (Fig.  58);  1  thermo-regulator; 
2  chemical  thermometers  reading  from  — 10°  to  250*^0.;  1  tin  box 
6  cm.  in  diameter  by  2  cm.  deep;  and  1  analytical 
capacity  100  g.,  sensitive  to  0.1  mg. 

Procedure. — The  object  of  the  volatilization  test  is  to  dete 
mine  the  percentage  of  loss  which  the  material  undergoes  wh 
20  g.  in  a  standardized  container  are  subjected  to  a  uniform 


e, 


r- 


BITUMINOUS  ROAD  MATERIALS  137 

perature  of  163°C.  for  five  hours,  and  also  to  ascertain  any 
changes  in  the  character  of  the  material  due  to  such  heating. 

The  oven  shown  in  Fig.  58,  known  as  the  New  York  Testing 
Laboratory  oven,  is  used  by  the  OflSce  of  Public  Roads  and  Rural 
Engineering,  although  any  other  form  may  be  used  that  will 
give  a  uniform  temperature  throughout  all  parts  where  samples 
are  placed.  The  bulb  of  one  of  the  thermometers  is  immersed 
in  a  sample  of  some  fluid,  non- volatile  bitumen,  while  the  other  is 
kept  in  air  at  the  same  level.  The  first  thermometer  serves  to 
show  the  temperature  of  the  samples  during  the  test,  while  the 
latter  gives  prompt  warning  of  any  sudden  changes  in  tempera- 
ture due  to  irregularities  in  the  gas  pressure,  etc. 

Before  making  the  test  the  interior  of  the  oven  should  show  a 
temperature  of  163°C.,  as  registered  by  the  thermometer  in  air. 
The  tin  box  is  weighed  accurately  after  carefully  wiping  with  a 
towel  to  remove  any  grease  or  dirt.  About  20  g.  of  the  material 
to  be  tested  then  are  placed  in  the  box.  The  material  then  may 
be  weighed  on  a  rough  balance,  if  one  is  at  hand,  after  which  the 
accurate  weight,  which  should  not  vary  more  than  0.2  g.  from 
the  specified  amount,  is  obtained.  It  may  be  necessary  to  warm 
some  of  the  material  in  order  to  handle  it  conveniently,  after  which 
it  must  be  allowed  to  cool  before  determining  the  accurate  weight. 

The  sample  now  should  be  placed  in  the  oven,  where  it  is  allowed 
to  remain  for  a  period  of  five  hours,  during  which  time  the  tem- 
perature as  shown  by  the  thermometer  in  bitumen  should  not 
^ary  at  any  time  more  than  2°C.  from  163**C.  The  sample 
then  is  removed  from  the  oven,  allowed  to  cool,  and  reweighed. 
From  the  difference  between  this  weight  and  the  total  weight 
before  heating,  the  percentage  of  loss  on  the  amount  of  material 
taken  is  calculated. 

The  general  appearance  of  the  residue  should  be  noted,  es- 
pecially with  regard  to  any  changes  which  the  material  may  have 
undergone.  Some  relative  idea  of  the  amount  of  hardening 
which  has  taken  place  may  be  obtained  from  the  results  of  a  float 
or  i>enetration  test  made  on  the  residue,  as  compared  with  the 
results  of  the  same  test  on  the  original  sample.  It  is  also  fre- 
quently desirable  to  make  the  specific  gravity  and  other  tests 
on  the  residue  for  the  purpose  of  identifying  or  ascertaining 
the  character  of  the  base  used  in  the  preparation  of  cut-back 
products.     Before  any  tests  are  made  on  the  residue,  it  should  be 

•Hed  an4  stirred  thoroughly  while  cooling. 
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Highly  volatile  and  non-volatile  materials  should  not  be  sub- 
jected to  this  test  at  the  same  time  in  the  same  oven,  owing  to  a 
tendency  on  the  part  of  the  latter  to  absorb  some  of  the  volatile 
products  of  the  former. 

Use  of  the  Volatilization  Test. — The  volatilization  test, 
as  described  above,  is  made  on  practically  all  bitumens  with 
the  exception  of  tars,  for  which  the  distillation  test  answers  a 
similar  purpose.  The  test  also  is  made  frequently  at  105*^0.  for 
five  hours,  and  with  products  containing  small  amounts  of  water 
it  is  usually  necessary  to  make  a  test  at  the  lower  temperature 
before  the  material  can  be  heated  at  163°C.  without  foaming 
over.^  In  the  case  of  emulsions  it  is  customary  to  determine  the 
loss  on  a  20-g.  sample  at  room  temperature  for  24  hours,  after 
which  the  sample  is  heated  at  105°C.  for  five  hours.  This 
additional  loss  is  obtained  and  all  determinations  are  made  on 
the  dried  residue  and  reported  accordingly. 

The  volatilization  test  occasionally  is  made  at  206°C.  for 
five  hours  on  a  fresh  sample,  in  order  to  show  the  effect  of  this 
higher  temperature  as  compared  with  the  results  at  163**C. 

Because  of  the  fact  that,  after  the  volatilization  test,  it  fre- 
quently happens  that  a  penetration  test  cannot  be  made  upon  the 
residue  of  a  20-g.  sample  in  the  container  specified,  it  has  been 
suggested  that  the  volatilization  test  be  made  upon  a  50-g. 
sample  in  a  tin  box,  53^^  cm.  in  diameter  and  33^  cm.  in  depth. 
In  many  cases,  however,  the  percentage  loss  by  volatilization 
and  the  consequent  hardening  will  be  found  to  vary  materially 
from  that  obtained  with  a  20-g.  sample,  owing  to  differences  in 
the  ratio  of  exposed  surface  area  to  total  volume  of  material. 
This  fact  should  be  borne  in  mind  if  the  test  is  made  with  a  50-g. 
sample. 

8.  Bitumen  Soluble  in  Carbon  Disulphide  (Total  Bitumen). 
Apparatus. — 1  100-c.c.  Erlenmeyer  flask;  1  500-c.c.  flask  with 
side-neck,  for  filtering  under  pressure;  1  rubber  stopper  with  one 
hole;  1  filter-tube,  3.9  cm.  inside  diameter;  1  platinum  or  porce- 
lain Gooch  ciiicible;  1  piece  of  seamless  rubber  tubing,  about  3 
cm.  in  diameter  and  3  cm.  long;  50  g.  of  long-fiber  amphibole 
asbestos;  2  wash-bottles,  1  for  solvent  and  1  for  water;  1  bunsen 
burner;  1  nichrome  triangle;  1  iron  tripod;  1  drying  oven;   1 

'  For  the  standard  test  for  loss  on  heating  of  oil  and  asphaltic  compounds 
issued  by  the  American  Society  for  Testing  Materials,  see  "A.  8.  T.  M. 
Htandards,"  1918,  035. 
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desiccator  with  calcium  chloride;  1  thermometer  reading  from 
—  10**  to  110**C.;  1  vacuum  pump  and  connections;  and  1  analy- 
tical balance,  capacity  100  g.,  sensitive  to  0.1  mg. 

Procedure. — This  test  consists  in  dissolving  the  bitumen  in 
carbon  disulphide  and  recovering  any  insoluble  matter  by  filter- 
ing the  solution  through  an  asbestos  felt.  The  form  of  Gooch 
crucible  best  adapted  for  the  determination  is  4.4  cm.  wide  at 
the  top;  tapering  to  3.6  cm.  at  the  bottom,  and  is  2.5  cm.  deep 

For  preparing  the  felt  the  neces- 
sary apparatus  is  arranged  as  sho\ivn 
in  Fig.  59,  in  which  ''a''  is  the  filt- 
ering flask,  ''6''  a  rubber  stopper, 
'*c"  the  filter-tube,  and  '^d"  a  sec- 
tion of  rubber  tubing  which  tightly 
clasps  the  Gooch  crucible  '*6." 
The  asbestos  is  cut  with  scissors  into 
pieces  not  exceeding  1  cm.  in  length, 
after  which  it  is  shaken  up  with 
just  sufficient  water  to  pour  easily. 
The  crucible  is  filled  with  the  sus- 
pended asbestos,  which  is  allowed  to 
settle  for  a  few  moments.  A  light 
suction  then  is  applied  to  draw  off  all 
the  water  and  leave  a  firm  mat  of 
asbestos  in  the  crucible.  More  of  the  suspended  material  is 
added,  and  the  operation  is  repeated  until  the  felt  is  so  dense 
that  it  scarcely  transmits  light  when  held  so  that  the  bottom 
of  the  crucible  is  between  the  eye  and  the  source  of  light.  The 
felt  then  should  be  washed  several  times  with  water,  and  drawn 
firmly  against  the  bottom  of  the  crucible  by  an  increased  suction. 
The  crucible  is  removed  to  a  drying  oven  for  a  few  minutes, 
after  which  it  is  ignited  at  red  heat  over  a  bunsen  burner,  cooled 
in  a  desiccator  and  weighed. 

From  1  to  2  g.  of  bitumen,  or  about  10  g.  of  an  asphalt  topping 
or  rock  asphalt,  now  are  placed  in  the  Erlenmeyer  flask,  which 
previously  has  been  weighed,  and  the  accurate  weight  of  the 
sample  is  obtained.  100  c.c.  of  chemically  pure  carbon  disul- 
phide are  poured  into  the  flask  in  small  portions,  with  continual 
agitation,  until  all  lumps  disappear  and  nothing  adheres  to  the 
bottom.     Then  the  flask  is  corked  and  set  aside  for  15  minutes. 

After  being  weighed,  the  Gooch  crucible  containing  the  felt  is 


Fio.  69. — Apparatus  for  deter- 
mining soluble  bitumen. 
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set  up  over  the  dry  pressure  flask,  as  shown  in  Fig.  59,  and  the 
solution  of  bitumen  in  carbon  disulphide  is  decanted  through  the 
felt  without  suction  by  gradually  tilting  the  flask,  with  care  not 
to  stir  up  any  precipitate  that  may  have  settled  out.     At  the 
first  sign  of  any  sediment  coming  out,  the  decantation  is  stopped 
and  the  filter  is  allowed  to  drain.     A  small  amount  of  carbon 
disulphide  then  is  washed  down  the  sides  of  the  flask,  after  which 
the  precipitate  is  brought  upon  the  felt  and  the  flask  scrubbed, 
if  necessary,  with  a  ''  policeman, ''  to  remove  all  adhering  material. 
The  contents  of  the  crucible  are  washed  with  carbon  disulphide, 
until  the  washings  run  colorless.     Suction  then  is  applied  until 
there  is  practically  no  odor  of  carbon  disulphide  in  the  crucible, 
after  which  the  outside  of  the  crucible  is  cleaned  with  a  cloth 
moistened  with  a  small  amount  of  the  solvent.     The  crucible  and 
contents  are  dried  in  the  hot-air  oven  at  lOO^C.  for  about  20 
minutes,  cooled  in  a  desiccator,  and  weighed.     If  any  appreciable 
amount  of  insoluble  matter  adheres  to  the  flask,  it  also  should 
be  dried  and  weighed,  and  any  increase  over  the  original  weight 
of  the  flask  should  be  added  to  the  weight  of  insoluble  matter  in 
the  crucible.     The  total  weight  of  insoluble  material  may  include 
both  organic  and  mineral  matter.     The  former,  if  present,  is 
burned  off  by  ignition  at  a  red  heat  until  no  incandescent  particles 
remain,  thus  leaving  the  mineral  matter  or  ash,  which  can  be 
weighed  on  cooling.     The  difference  between  the  total  weight 
of  material  insoluble  in  carbon  disulphide  and  the  weight  of  sub- 
stance taken,  equals  the  total  bitumen,   and  the  percentage 
weights  are  calculated  and  reported  as  total  bitumen,  and  organic 
and  inorganic  matter  insoluble,  on  the  basis  of  the  weight  of 
material  taken  for  analysis. 

This  method  is  quite  satisftictory  for  straight  oil  and  tar  prod- 
ucts, hut  where  certain  natural  asphalts  are  present  it  will 
be  found  practically  impossible  to  retain  all  the  finely  divided 
mineral  matter  on  an  asbestos  felt.  It  is,  therefore,  generally 
more  accurate  to  obtain  the  result  for  total  mineral  matter  by 
direct  ignition  of  a  1-g.  sample  in  a  platinum  crucible  or  to  use 
the  result  for  ash  obtained  in  the  fixed  carbon  test.  The  total 
bitumen  then  is  determined  by  deducting  from  100  per  cent,  the 
sum  of  the  percentages  of  total  mineral  matter  and  organic 
matter  insoluble.  If  the  presence  of  a  carbonate  mineral  )&  sus- 
pected, the  percentage  of  mineral  matter  may  be  obtained  most 
accurately  by  treating  the  ash  from  the  fixed  carbon  determina- 
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tion  with  a  few  drops  of  ammonium  carbonate  solution,  drying 
at  lOO^C,  then  heating  for  a  few  minutes  at  a  dull  red  heat, 
cooling,  and  weighing  again. 

When  diflBculty  in  filtering  is  experienced — for  instance,  when 
Trinidad  asphalt  is  present  in  any  amount — a  period  of  longer 
subsidence  than  15  minutes  is  necessary,  and  the  following  method 
proposed  by  the  Committee  on  Standard  Tests  for  Road  Mater- 
ials of  the  American  Society  for  Testing  Materials  is  recom- 
mended:^ 

After  drying,  from  2  to  15  g.  (depending  on  the  richness  in  bitumen 
of  the  substance)  are  weighed  into  a  150-c.c.  Erlenmeyer  flask,  the  tare  of 
which  has  been  ascertained  previously,  and  treated  with  100  c.c.  of  car- 
bon disulphide.  The  flask  is  then  loosely  corked  and  shaken  from  time 
to  time  until  practically  all  large  particles  of  the  material  have  been 
broken  up,  when  it  is  set  aside  and  not  disturbed  for  48  hours.  The 
solution  is  then  decanted  off  into  a  ^milar  flask  that  has  been  pre- 
viously weighed,  as  much  of  the  solvent  being  poured  off  as  possible 
without  disturbing  the  residue.  The  first  flask  is  again  treated  with 
fresh  carbon  disulphide  and  shaken  as  before,  when  it  is  put  away  with 
the  second  flask  and  not  disturbed  for  48  hours. 

At  the  end  of  this  time  the  contents  of  the  two  flasks  are  carefully 
decanted  off  upon  a  weighed  Gooch  crucible  fitted  with  an  asbestos  filter, 
the  contents  of  the  second  flask  being  passed  through  the  filter  first. 
The  asbestos  filter  shall  be  made  of  ignited  long-fiber  amphibole,  packed 
in  the  bottom  of  a  Grooch  crucible  to  the  depth  of  not  over  one-eighth  of 
an  inch.  After  passing  the  contents  of  both  flasks  through  the  filter, 
the  two  residues  are  shaken  with  more  fresh  carbon  disulphide  and  set 
aside  for  24  hours  without  disturbing,  or  until  it  is  seen  that  a  good  sub- 
sidation  has  taken  place,  when  the  solvent  is  again  decanted  off  upon 
the  filter.  This  washing  is  continued  until  the  filtrate  or  washings  are 
practically  colorless. 

The  crucible  and  both  flasks  are  then  dried  at  125°C.  and  weighed. 
The  filtrate  containing  the  bitumen  is  evaporated,  the  bituminous 
residue  burned,  and  the  weight  of  the  ash  thus  obtained  added  to  that 
of  the  residue  in  the  two  flasks  and  the  crucible.  The  sum  6f  these 
weights  deducted  from  the  weight  of  substance  taken  gives  the  weight 
of  bitumen  extracted. 

Use  op  Total  Bitumen  Determination. — This  determina- 
tion is  made  on  all  classes  of  bituminous  products.     In  the 

^Proc.  Am.  Soc.  Testing  Materials,  9  (1909),  221;  see  also  "A.  S.  T.  M. 
Standards."  1918,  630. 
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analysis  of  tars  the  organic  matter  insoluble  is  commonly  known 
and  reported  as  ''free  carbon." 

The  method  described  by  Richardson*  is  to  be  used  in  case  the 
material  under  examination  contains  appreciable  quantities  of 
mineral  matter.  The  procedure  is  the  same  as  that  described 
supra,  except  that  the  carbon  disulphide  which  has  passed  the 
filter  is  permitted  to  subside  for  twenty-four  hours  and  is  decanted 
carefully  from  the  flask  in  which  it  has  been  received  into  a 
weighed  platinum  or  unweighed  porcelain  dish.  If  there  is  any 
sediment  in  the  flask  it  must  be  rinsed  back  into  the  Gooch  cruci- 
ble wuth  carbon  disulphide  and  the  crucible  again  washed  clean. 
The  solvent  in  the  dish  is  placed  in  a  good  draught  and  lighted. 
When  all  the  disulphide  has  burned,  the  bitumen  remaining 
in  the  dish  is  burned  off  over  a  lamp  and  the  mineral  residue, 
which  was  too  fine  to  subside,  is  weighed  if  the  burning  was  done 
in  a  platinum  dish,  or  dusted  out  and  added  to  the  crucible  if 
in  a  porcelain  one.  In  the  former  case  the  weight  is  added  to 
that  of  the  Gooch  crucible  or  subtracted  from  the  percentage  of 
bitumen  found  without  its  consideration,  as  a  correction.  Care 
must  be  taken  in  this  method  of  procedure  that  the  solvent  does 
not  creep  over  the  sides  of  the  crucible  and  that  the  outside  is 
free  from  bitumen  before  weighing. 

9.  Determination  of  Bitumen  Insoluble  in  Paraffin  Naphtha. 
Apparatus. — The  apparatus  is  the  same  as  for  the  determination 
of  bitumen  soluble  in  carbon  disulphide. 

Procedure. — This  determination  is  made  in  the  same  general 
manner  as  the  total  bitumen  determination,  except  that  100  c.c. 
of  86°  to  88°B^.  paraffin  naphtha,  at  least  85  per  cent,  distilling 
between  40°C.  and  95°C.,  are  employed  as  solvent  instead  of 
carbon  disulphide.  Considerable  difficulty  sometimes  is  experi- 
enced in  breaking  up  some  of  the  heavy  semi-soUd  bitumens; 
the  surface  of  the  material  is  attacked,  but  it  is  necessary  to 
remove  some  of  the  insoluble  matter  in  order  to  expose  fresh 
material  to  the  action  of  the  solvent.  It  is,  therefore,  advisable 
to  heat  the  sample  after  it  is  weighed,  allowing  it  to  cool  in  a 
thin  layer  around  the  lower  part  of  the  flask.  If  difficulty  still 
is  experienced  in  dissolving  the  material,  a  rounded  glass  rod 
will  be  found  convenient  for  breaking  up  the  undissolved  particles. 
Not  more  than  one-half  of  the  total  amount  of  naphtha  required 
should  be  used  until  the  sample  entirely  is  broken  up.     The 

1  ''The  Modern  Asphalt  Pavement,"  2nd  ed. 
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balance  of  the  100  c.c.  then  is  added,  and  the  flask  is  twirled  a 
moment  in  order  to  mix  the  contents  thoroughly,  after  which  it  is 
corked  and  set  aside  for  30  minutes. 

In  making  the  filtration  the  utmost  care  should  be  exercised 
to  avoid  stirring  up  any  of  the  precipitate,  in  order  that  the  filter 
may  not  be  clogged  and  that  the  first  decantation  may  be  as 
complete  as  possible.  The  sides  of  the  flask  then  should  be 
washed  down  quickly  with  naphtha  and,  when  the  crucible  has 
drained,  the  bulk  of  insoluble  matter  is  brought  upon  the  felt. 
Suction  may  be  applied  when  the  filtration  by  gravity  almost 
ceases,  but  should  be  used  sparingly,  as  it  tends  to  clog  the  filter 
by  packing  the  precipitate  too  tightly.  The  material  on  the 
felt  never  should  be  allowed  to  run  entirely  dry  until  the  washing 
is  completed,  as  shown  by  the  colorless  filtrate.  When  consid- 
erable insoluble  matter  adheres  to  the  flask,  no  attempt  should  be 
made  to  remove  it  completely.  In  such  cases  the  adhering  ma- 
terial is  washed  until  free  from  soluble  matter,  and  the  flask  is 
dried  with  the  crucible  at  100°C.  for  about  one  hour,  after  which 
it  is  cooled  and  weighed.  The  percentage  of  bitumen  insoluble 
is  reported  upon  the  basis  of  total  bitumen  taken  as  100. 

The  diflFerence  between  the  material  insoluble  in  carbon  disul- 
phide  and  in  the  naphtha  is  the  bitumen  insoluble  in  the  latter. 
Thus,  if  in  a  certain  instance  it  is  found  that  the  material  insol- 
uble in  carbon  disulphide  amounts  to  1  per  cent,  and  that  10.9 
per  cent,  is  insoluble  in  naphtha,  the  percentage  of  bitumen 
insoluble  would  be  calculated  as  follows : 

Bitumen  insoluble  in  naphtha      10.9  —  1      9.9       ^^ 
Totii  bitmSen lOO"-  1   =  99  ^  ^^  P"'  ^""*- 

Use  op  the  Naphtha-Insoluble  Bitumen  Determination. 
- — This  test  is  made  on  all  petroleums,  malthas,  and  asphalts 
and  other  solid  native  bitumens,  and  their  products. 

It  should  be  noted  that  petroleum  naphthas  are  by  no  means 
definite  compounds,  but  are  composed  of  a  number  of  hydro- 
carbons which  vary  in  character  and  quantity  according  to  the 
petroleum  from  which  they  have  been  distilled.  Their  solvent 
powers  also  vary  greatly.  Thus  naphthas  produced  from  as- 
phaltic  petroleums,  consisting  mainly  of  naphthene  and  poly- 
methylene  hydrocarbons,  arc  much  more  powerful  solvents  of 
the  heavier  asphaltic  hydrocarbons  than  are  the  paraffin  naphthas. 
The  density  of  the  naphtha  also  affects  its  solvent  power,  for 
heavy  naphthas  dissolve  the  heavier  hydrocarbons  more  readily 
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than  do  the  lighter  naphthas.  As  the  main  object  of  this  test 
is  to  separate  the  heavier  hydrocarbons  of  an  asphaltic  nature 
from  the  paraffin  hydrocarbons,  a  paraffin  solvent  should  be 
employed,  and  for  ordinary  purposes  a  paraffin  naphtha  of  86® 
to  88°B6.  as  described  has  been  found  to  be  readily  obtainable 
and  fairly  satisfactory. 

The  determination  also  is  made  with  heavier  naphthas,  such  as 
66°B6.  and  72°B6.,  for  the  purpose  of  grading  the  character  of 
the  bitumen  present  in  the  compound.  Therefore  a  report 
always  should  state  distinctly  the  gravity  and  character  of  the 
solvent  used. 

10.  Determination  of  Fixed  Carbon.  Apparatus. — 1  iron 
ring-support  (ring,  7.5  cm.  in  diameter);  1  platinum  or  nichrome 

triangle;  1  bimsen  burner  and  rub- 
ber tubing;  1  platinum  crucible 
with  a  tight-fitting  cover  (weight 
complete,  from  20  to  30  g.);  1 
crucible  tongs;  1  desiccator  with 
calcimn  chloride;  and  1  analytical 
balance,  capacity  100  g.,  sensitive 
to  0.1  mg. 

Procedure, — ^This  determination 
is  made  in  accordance  with  the 
method  described  for  coal  in  the 
Journal  oj  the  American  Ctiemical 
Society,  21  (1899),  1116.  One  g.  of 
the  material  is  placed  in  a  platinum 
crucible  weighing  from  20  to  30  g. 
and  having  a  tightly  fitting  cover. 
It  then  is  heated  for  seven  minutes 
over  the  full  flame  of  a  bunsen 
burner,  as  shown  in  Fig.  60.  The 
crucible  should  be  supported  on  a 
platinum  triangle  with  the  bottom 
from  6  to  8  cm.  above  the  top  of 
the  burner.  The  flame  should  be  fully  20  cm.  high  when  burn- 
ing freely,  and  the  determination  should  be  made  in  a  place 
free  from  drafts.  The  upper  surface  of  the  cover  should  bum 
clear,  but  the  under  surface  should  remain  covered  with  carbon, 
excepting  in  the  case  of  some  of  the  more  fluid  bitumens,  when 
the  under  surface  of  the  cover  may  be  quite  clean. 


Fig.  60. — Apparatus  for  the  deter- 
mination of  fixed  carbon. 
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The  crucible  is  removed  to  a  desiccator  and,  when  cool,  is 
weighed,  after  which  the  cover  is  removed,  and  the  crucible  is 
placed  in  an  inclined  position  over  the  bunsen  burner  and  ignited 
until  nothing  but  ash  remains.  Any  carbon  deposited  on  the 
cover  also  is  burned  oflF.  The  weight  of  ash  remaining  is  deducted 
from  the  weight  of  the  residue  after  the  first  ignition  of  the  sam- 
ple. This  gives  the  weight  of  the  so-called  fixed  or  residual  car- 
bon, which  is  calculated  on  a  basis  of  the  total  weight  of  the  sample 
exclusive  of  mineral  matter.  If  the  presence  of  a  carbonate 
mineral  is  suspected,  the  percentage  of  mineral  matter  may  be 
obtained  most  accurately  by  treating  the  ash  with  a  few  drops 
of  ammonium  carbonate  solution,  drying  at  100°C.,  then  heating 
for  a  few  minutes  at  a  dull  red  heat,  cooling  and  weighing. 

An  excellent  form  of  crucible  for  this  test  is  shown  in  Fig.  60. 
It  has  a  cover  with  a  flange  4  mm.  wide,  fitting  tightly  over  the 
outside  of  the  crucible,  and  weighs  complete  about  25  g.  Owing 
to  sudden  expansion  in  burning  some  of  the  more  fluid  bitumens, 
it  .is  well  to  hold  the  cover  down  with  the  end  of  the  tongs  until 
the  most  volatile  products  have  burned  o5. 

Some  products,  particularly  those  derived  from  Mexican  petrol- 
eum, show  a  tendency  to  expand  suddenly  and  foam  over  the 
sides  of  the  crucible  in  making  this  determination,  and  no  method 
of  obviating  this  trouble  without  vitiating  the  result  has  thus 
far  been  forthcoming.  Recent  experiments  in  the  laboratory  of 
the  Office  of  Public  Roads  and  Rural  Engineering  indicate  that 
the  difficulty  may  be  overcome  by  placing  a  small  piece  of  plati- 
num gauze  over  the  sample  and  about  midway  of  the  crucible. 
The  gauze  should  be  so  cut  or  bent  as  to  touch  the  sides  of  the 
crucible  at  all  points,  and,  of  course,  is  weighed  in  place  in  the 
crucible  before  and  after  ignition. 

Use  of  the  Determination  of  Fixed  Carbon. — This  deter- 
mination is  made  on  all  bituminous  products  with  the  exception 
of  tars,  upon  which  reliable  results  cannot  be  obtained,  owing  to 
the  error  introduced  by  the  presence  of  considerable  quantities 
of  free  carbon. 

11.  Paraffin  Scale.  Apparatus. — 1  one-half  pint  iron  retort 
(Fig.  61);  1  piece  of  iron  tubing,  30  in.  long;  2  100-c.c.  Erlen- 
meyer  flasks;  1  500-c.c.  (16  oz.)  flask,  with  side-neck  for  filtering 
under  pressure;  1  freezing  apparatus  (Fig.  62);  1  6-in.  test  tube, 
%  in.  in  diameter;  1  analytical  balance,  capacity  100  g.,  sensitive 
to  0.1  mg.;  1  rough  balance,  capacity  1  kg.,  sensitive  to  0.1  g.; 

10 
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1  wash  bottle;  1  pint  tin  cup,  seamless;  1  vacuum  pump  and 
connections;  1  glass  crystallizing  dish,  50  mm.  in  diameter;  1 
steam-bath;  1  desiccator  with  calcium  chloride;  1  4-in.  steel 
spatula;  1  bunsen  burner  with  rubber  tubing;  and  2  iron  stands 
with  retort  clamp  and  1  ring. 

Procedure, — Fifty  g.  of  the  material  under  examination  should 
be  weighed  into  the  tared  iron  retort  and  distilled  as  rapidly  as 
possible  to  dry  coke.  The  distillation  should  be  complete  in  not 
over  25  minutes.  The  distillate  is  caught  in  a  100-c.c.  Erlen- 
mcyer  flask,  the  weight  of  which  has  been  ascertained  previously. 


Fig.  61. —  Distillation  apparatus. 

During  the  ea^ly  stages  of  distillation,  a  cold,  damp  towel  wrap- 
ped around  the  stem  of  the  retort  will  serve  to  condense  the 
distillate.  After  high  temperatures  have  been  reached,  this 
towel  may  be  removed.  When  the  distillation  is  completed,  the 
distillate  is  allowed  to  cool  to  room  temperature  and  then  is 
weighed  in  the  flask.  This  weight  minus  that  of  the  flask  gives 
the  weight  of  the  total  distillate. 

The  apparatus  for  freezing  out  and  separating  the  paraffin 
scale  is  shown  in  Fig.  62.  It  consists  of  a  bell  jar,  about  16  cm. 
high  and  14  cm.  in  diameter,  surrounded  by  a  felt  or  cotton  cover. 
A  copper  jacket,  4^2  cm.  in  diameter  at  the  top  and  21  cm.  long, 
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is  held  in  the  neck  of  the  bell  jar  by  meaps  of  a  rubber  stopper. 
A  glass  filter-tube  fits  inside  the  copper  jacket,  and,  to  prevent 
circulation  of  air  and  condensation  of  water  between  it  and  the 
jacket,  a  strip  of  heavy  blotting  paper  is  wrapped  around  the  top 
of  the  filter-tube.  Just  below  the  constriction  in  the  filter-tube 
a  wad  of  absorbent  cotton  is  placed,  tightly  compressed  to  a 
length  of  2  cm.  by  means  of  a  glass  rod.  Above  this  is  a  wad  of 
tightly  packed  asbestos  wool,  about  5  mm.  in  length,  upon  which 
an  asbestos  filtering  mat  is  prepared. 
The  filter-tube  passes  through  a  rub- 
ber stopper  into  a  vacuum  filtering 
flask  of  500-c.c.  capacity.  The  rubber 
stopper  is  placed  as  tightly  as  possible 
against  the  neck  of  the  bell  jar,  but, 
to  insure  that  there  is  no  circulation 
of  air,  a  disk  of  blotting  paper  is  com- 
pressed between  them.  The  ther- 
mometer is  capable  of  recording  tem- 
peratures from  —25°  to  0°C.  and  has 
the  —  20°C.  graduation  at  least  14  cm. 
from  the  bulb.  It  is  supported  by 
means  of  a  guiding  cork  and  cork  disk 
which  is  held  tightly  against  the  top 
of  the  filter-tube  by  a  clamp. 

The  bell  jar  is  filled  with  a  freezing 
mixture  of  ice  and  salt  in  the  proportion  of  three  to  one,  which, 
as  it  melts,  is  drawn  off  through  a  bent  glass  tube,  which  is  fitted 
with  a  rubber  connection  and'  pinch  cock,  and  collected  in  the 
500-c.c.  filtering  flask.  The  apparatus  is  supported  on  a  ring 
and  condenser  clamp,  attached  to  a  stand. 

In  separating  the  paraffin  scale,  the  following  procedure  is  carried 
out:  The  filtering  flask  is  removed  and  a  small  cork  stopper  in- 
serted in  the  lower  end  of  the  filter-tube  to  assist  in  retaining  the 
solution  to  be  chilled  in  the  upper  part  of  the  tube.  Ten  c.c. 
of  a  mixture  of  equal  parts  of  ethyl  ether  U.  S.  P.  and  absolute 
ethyl  alcohol  are  poured  into  the  filter-tube,  the  temperature  of 
which  has  been  reduced  to  —  20°C.  From  1  to  2  g.  of  the  well- 
mixed  distillate  obtained  in  the  manner  previously  described  then 
are  weighed  accurately  in  a  100-c.c.  Erlenmeyer  flask,  mixed 
with  10  c.c.  of  ethyl  ether  U.  S.  P.,  and  poured  into  the  filter- 
tube.     Ten  c.c.  of  absolute  ethyl  alcohol  next  are  placed  in  the 
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flask  to  wash  out  the  ether  solution,  poured  into  the  filter-tube, 
and  the  cover  carrying  the  thermometer  placed  on  the  tube. 
The  mixture  is  maintained  at  a  temperature  of  —  20°C.  for  15 
minutes,  then  the  cork  stopper  is  removed  from  the  outlet  of  the 
filter-tube  and  the  filtering  flask  is  replaced.  The  corks  support- 
ing the  thermometer  now  are  loosened  and  a  strong  suction  is 
applied  to  the  filter-flask  until  all  the  solvent  is  drawn  off. 
The  contents  of  the  filter-tube  next  are  washed  with  10  e.c.  of 
a  1  to  1  mixture  of  ethyl  ether  U.  S.  P.  and  absolute  ethyl  alcohol, 
which  is  chilled  to  —  20**C.  in  the  filter-tube  before  suction  is 
applied.  When  the  washings  have  been  removed,  the  vacuum 
is  turned  off  and  the  filter-tube  removed  from  the  apparatus. 
The  filter-tube  then  is  placed  in  a  clean  filter-flask  which  also 
contains  a  6-in.  test-tube  in  which  the  dissolved  paraffin  scale  is 
later  collected.  About  10  c.c.  of  warm  petroleum  ether  are 
poured  into  the  filter-tube  and  allowed  to  remain  until  the  paraffin 
scale  has  been  dissolved.  Vacuum  then  is  applied  and  the  dis- 
solved scale  drawn  into  the  test-tube.  This  treatment  is  followed 
by  two  washings,  one  of  10  c.c.  and  the  other  of  5  c.c.  of  warm 
petroleum  ether,  which  remove  the  last  traces  of  paraffin  scale. 
The  entire  contents  of  the  test-tube  then  are  poured  into  a 
weighed  platiniun  or  glass  crystallizing  dish  and  the  petroleum 
ether  is  evaporated  oflF  over  a  steam-bath.  The  dish  then  is 
placed  in  a  drying  oven  maintained  at  105°C.,  until  the  last  traces 
of  petroleum  ether  have  been  removed  and  the  paraffin  scale 
has  attained  a  constant  weight,  after  cooling  in  a  desiccator. 

The  weight  of  the  paraffin  scale  so  obtained,  divided  by  the 
weight  of  the  distillate  taken  and  multiplied  by  the  percentage 
of  the  total  distillate  obtained  from  the  original  sample,  equals 
the  percentage  of  the  paraffin  scale. 

Use  of  the  Paraffin  Scale  Determination. — The  paraffin 
scale  determination  may  be  made  on  all  native  bitumens  and 
their  products  which  are  suspected  of  being  of  a  paraffin  nature. 
It  is  not  an  extremely  accurate  determination,  however,  and  is 
not  employed  largely. 

12.  The  Extraction  of  Bituminous  Aggregates.  Apparaiu^ 
J  or  Recovering  Aggregate  Only. — 1  centrifuge  extractor,  coriiplete 
with  motor,  speed  regulator,  and  electrical  connections  (Fig. 
63);  1  hot-plate;  1  enamel-ware  dish,  approximately  2  in.  deep 
and  9  in.  in  diameter;  1  hammer;  1  ^-in.  cold  chisel;  1  large 
metal  kitchen  spoon;  1  square  foot  of  ^i^  in.  deadening-felt 
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paper;  l}4  in-  stiff  fiat  bniah;  1  500-c.c.  bottle  or  flaek;  I  balance, 
capacity  1  kg.,  sensitive  to  O.I  g.;  and  1  sheet  of  heavy  manila 
paper. 

Additional  Apparatus  Jor  Recovering  Bitumen. — 1  iron  ring-sup- 
port (ring,  10  cm.  in  diameter);  liron  ring-support  with  condenser 
clamp;  1  round  tin  can,  10  by  12  cm.,  covered  with  asbestos 
paper;  1  100-watt  incandescent  carbon-filament  lamp,  with  socket 
and  connections;  I  asbestos  hood  (Fig.  64-c);  1  1-Uter  round- 
bottom  flask,  with  cork;  1  spiral  condenser,  length  of  body  24 
cm.,  with  cork  to  fit,  and  rubber-tubing  connections;  50  cm.  of 
glass  tubing,  8  mm.  bore;  1  1 -liter  fiat-bottom  fiask;  1  porcelain 
evaporating  dish,  II  cm.  in  diameter;  I  watch  glass,  20  cm.  in 
diameter;  and  1  steam-bath. 

Procedure. — The  extractor  shown  in  Fig.  63  was  designed  upon 
lines  suggested  by  an  examination 
of  machines  in  use  by  A.  E.  Schutte 
and  C.  N.  Forrest.  It  consists  of 
a  J-^-H.P.  1,100  revolutions  per 
minute  vertical-shaft  electric  motor 
"a, "  with  the  shaft  projecting  into 
the  cylindrical  copper  box  "b," 
the  bottom  of  which  is  so  inclined 
ae  to  drain  to  the  spout  "c." 
A  Ke-in-  circular  brass  plate,  9H 
in.  in  diameter,  is  shown  in  "d," 
and  upon  this  rests  the  sheet-iron 
bowl  "e,"  which  is  8J^  in.  in  diam- 
eter by  2^6  in-  high,  and  has  a 
2-in.  circular  hole  in  the  top. 
Fastened  to  the  inner  side  of  the 
bowl  is  the  brass  cup  "/, "  having  a 
circle  of  ^^-in.  holes  for  the  ad- 
mission of  the  solvent,  and  ter- 
minating in  the  hollow  axle,  which  l''"' 
fits  snugly  through  a  hole  at  the 
center  of  the  brass  plate.  The  bowl  may  be  drawn  firmly 
against  a  felt-paper  ring  "g,"  ^  in.  wide,  by  means  of  the  2^^ 
in.  milled  nut  "k,"  for  which  the  hollow  axle  is  threaded  for  a 
distance  of  ^  in.  directly  below  the  upper  surface  of  the  plate. 
The  axle  fits  snugly  over  the  shaft  of  the  motor,  to  which  it  is 
locked  by  a  slot  and  cross-pin  "i. " 
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The  aggregate  is  prepared  for  analysis  by  heating  it  in  an 
enamel-ware  pan  on  the  hot-plate  until  it  is  sufficiently  soft  to  be 
thoroughly  disintegrated  by  means  of  a  large  spoon.  Care  must 
be  taken,  however,  that  the  individual  particles  are  not  crushed. 
If  a  section  of  pavement  is  under  examination,  a  piece  weighing 
somewhat  over  1  kg.  may  be  cut  off  with  hammer  and  chisel. 
The  disintegrated  aggregate  then  is  allowed  to  cool,  after  which 
a  sufficient  amount  is  taken  to  yield  on  extraction  from  50  to 
60  g.  of  bitumen.  It  is  placed  in  the  iron  bowl  and  a  ring  ^  in. 
wide,  cut  from  the  felt  paper,  is  fitted  on  the  rim,  after  which 
the  brass  plate  is  placed  in  position  and  drawn  down  tightly  by 
means  of  the  milled  nut.  If  the  bitumen  is  to  be  recovered  and 
examined,  the  felt  ring  should  be  treated  previously  in  the  empty 
extractor  with  a  couple  of  charges  of  carbon  disulphide,  in  order 
to  remove  any  small  amount  of  grease  or  resin  that  may  be 
present,  although  a  proper  grade  of  felt  should  be  practically 
free  from  such  products.  The  bowl  now  is  placed  on  the  motor 
shaft,  and  the  slot  and  pin  are  locked  carefully.  An  empty  bot- 
tle is  placed  under  the  spout  and  150  c.c.  of  carbon  disulphide  are 
poured  into  the  bowl  through  the  small  holes.  The  cover  is  put 
on  the  copper  box  and,  after  allowing  the  material  to  digest  for  a 
few  minutes,  the  motor  is  started,  slowly  at  first  in  order  to  i>er- 
mit  the  aggregate  to  distribute  uniformly.  The  speed  then 
should  be  increased  sufficiently,  by  means  of  the  regulator,  to 
cause  the  dissolved  bitumen  to  flow  from  the  spout  in  a  thin 
stream.  When  the  first  charge  has  drained,  the  motor  is  stopped 
and  a  fresh  portion  of  disulphide  is  added.  This  operation  is 
repeated  from  four  to  si:^  times  with  150  c.c.  of  disulphide.  With 
a  little  experience  the  operator  soon  can  gage  exactly  what 
treatment  is  necessary  for  any  given  material.  Wheq  the  last 
addition  of  solvent  has  drained  off,  the  bowl  is  removed  and 
placed  \\ith  the  brass  plate  uppermost  on  a  sheet  of  manila 
paper.  The  brass  plate  and  felt  ring  are  laid  aside  carefully  on 
the  paper  and,  when  the  aggregate  is  thoroughly  dry,  it  can  be 
brushed  oh  a  pan  of  the  rough  balance  and  weighed.  The  dif- 
ference between  this  weight  and  the  original  weight  taken  shows 
the  amount  of  bitumen  extracted.  The  aggregate  then  may  be 
tested  as  occasion  requires. 

When  it  is  desired  to  recover  and  examine  the  bitumen,  the 
apparatus  shown  in  Fi^.  64  will  bo  found  convenient  and  fairly 
safe  for  the  distillation  and  recovery  of  such  inflammable  solvents 
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as  carbon  disulpKide.  In  the  laboratory  of  the  Office  of  Public 
Roads  and  Rural  Engineering  this  apparatus  is  arranged  so  that 
the  glass  tubing  passes  through  a  stone  partition  between  two  sec- 
tions of  a  small  hood,  thus  keeping  the  distilling  and  receiving 
apparatus  entirely  separated. 

The  solution  of  bitumen  should  be  allowed  to  stand  overnight 
in  order  to  permit  the  settling  of  any  fine  mineral  matter  that 
sometime  is  carried  through  the  felt  ring  in  the  extractor.  The 
solution  then  is  decanted 
into  the  flask  "a,"  and  the 
solvent  is  driven  off  by 
means  of  heat  from  an  in- 
candescent lamp  until  the 
residue  is  of  a  thick  sirupy 
consistency.  Meanwhile 
the  solvent  is  condensed 
and  recovered  in  the  flask 
"6."  The  residue  is 
poured  into  an  11-cm.  por- 
celain evaporating  dish 
and  evaporated  onasteam- 
bath.  The  most  scrupu- 
lous care  must  be  taken 
at  all  times  that  no  flames 
are  in  its  immediate  vicin- 
ity. Evaporation  is  carried  on  at  a  gentle  heat,  with  continual 
stirring,  until  foaming  practically  ceases.  It  is  advisable  to  have 
a  large  watch-glass  at  hand  to  smother  the  flames  quickly  should 
the  material  ignite.  As  the  foaming  subsides,  the  heat  of  the 
steam-bath  may  be  raised  gradually,  and  evaporation  is  con- 
tinued until  the  bubbles  beaten  or  stirred  to  the  surface  of  the 
bitumen  fail  to  give  a  blue  flame  or  odor  of  sulphur  dioxide  when 
ignited  by  a  small  gas  jet.  The  dish  of  bitumen  then  should  be 
set  for  about  an  hour,  in  a  hot-air  oven  maintained  at  lOa'C, 
after  which  it  is  allowed  to  cool.  Its  general  character  is  noted 
and  any  tests  for  bitumens  that  are  necessary  are  made  upon  it. 

Tke  Recovery  of  Bitumen'.^ — In  recovering  the  bitumen  ex- 
tracted by  carbon  disulphide,  Richardson  recommends  the  fol- 
lowing procedure:  Such  an  amount  of  crude  refined  material  or 
old  surface  is  taken  as  analysis  shows  will  afford  about  20  g. 

'  Richardson's  "Modern  Asphalt  Pavement,"  2tid  eti. 
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of  pure  bitumen.  At  the  same  time  20  g.  of  a  bitumen  or  as- 
phalt cement  of  corresponding  character  and  of  known  consist- 
ency are  taken  and  treated  in  the  same  way  as  the  material  under 
examination.  This  is  done  for  a  control,  as  will  appear.  The 
original  material  and  that  of  the  control  determination  are  placed, 
in  small  pieces,  in  a  600-c.c.  Erlenmeyer  flask  and  covered  with 
300  c.c.  of  redistilled  carbon  disulphide.  This,  after  shaking, 
is  allowed  to  stand  overnight  or  until  all  lumps  are  broken  down 
and  the  bitumen  is  dissolved.  After  thorough  sedimentation, 
the  solvent  is  decanted  as  carefully  as  possible  into  a  liter  flask 
and  200  c.c.  of  fresh  disulphide  are  poured  on  the  residue.  This 
should  be  shaken  and  allowed  to  stand  again  until  the  insoluble 
matter  has  subsided,  when  the  solution  of  bitumen  is  decanted  as 
before  and  added  to  the  first  300  c.c.  This  process  is  renewed 
with  several  portions  of  100  c.c.  of  carbon  disulphide  until  the 
residue  is  clean.  The  entire  solution  is  allowed  to  stand  over- 
night, again  decanted  from  the  finer  sediment  of  mineral  matter, 
and  then  swung  in  a  centrifugal  machine  to  remove  as  much  of  the 
still  finer  mineral  as  possible.  If  organic  debris  is  present,  the 
solution  must  be  filtered.  In  case  a  more  rapid  method  is  desired 
for  old  surface  mixtures,  it  is  probably  quite  as  satisfactory  to 
swing  the  solution  obtained  in  the  first  300  c.c,  as  it  is,  of  course, 
representative  of  the  total  bitumen,  although  only  a  portion  of  it. 

If  no  centrifugal  is  available,  the  different  disulphide  solutions 
are  mixed  well,  allowed  to  stand  for  some  days,  and  then  de- 
canted. The  solutions  of  bitumen,  the  one  holding  that  under 
examination  and  the  control,  are,  one  after  the  other,  placed  in 
the  same  flask  and  the  solvent  distilled  off  as  far  as  possible  at 
the  heat  of  the  steam-bath.  The  hot  and  thick  residue  is  poured 
into  an  iron  dish  and  placed  on  a  suitable  sized  hole  on  the  steam- 
bath  and  heated.  A  current  of  dry  steam  is  blown  over  the  surface 
of  the  liquid  as  long  as  vapor  is  evolved.  Finally,  the  presence 
of  the  last  traces  of  vapor  is  tested  for  with  a  small  flame, 
such  as  is  used  in  testing  for  the  flash-point  of  oils.  If  all  vapor  of 
carbon  disulphide  which  can  be  distilled  in  this  way  has  disap- 
peared, the  bitumen  is  in  a  condition  to  be  brought  over  a  flame 
or  sand-bath  and  heated,  with  constant  stirring,  to  a  tempera- 
ture dependent  upon  its  softness,  and  until  it  is  sufficiently 
fluid  to  be  poured  into  a  tin  box  for  further  treatment. 

The  bitumen  or  bitumens  under  examination  and  the  control 
bitumen,  after  having  been  well  identified  in  the  tin  boxes,  are 
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brought  to  the  standard  temperature  and  their  consistency  de- 
termined with  the  penetrometer.  The  control  usually  will  be 
found  to  be  softer  by  twenty  or  more  points  than  in  the  original 
condition.  If  this  is  the  case,  both  or  all  of  the  extracted  bi- 
tumens are  put  in  an  oven  and  heated  for  a  length  of  time  to 
300®F.,  depending  upon  their  excess  of  softness.  It  is  important, 
of  course,  that  the  conditions  in  the  air-bath  be  uniform. 

When  the  control  bitumen  has  reached  its  original  known 
consistency,  it  is  assumed  that  the  bitumen  or  bitumens  under 
examination  have  done  the  same  thing,  and  the  product  is  taken 
as  the  pure  bitumen  as  it  occurs  in  its  original  consistency  in  the 
crude  or  refined  material  or  of  the  cement  as  it  exists  in  the  sur- 
face mixture. 

13.  Grading  the  Mineral  Aggregate.  Apparatus. — 1  set  of 
8-in.  stone-sieves  with  circular  openings  of  13^^,  13^,  1,  ^,  }^, 
and  yi  in.,  respectively;  1  set  of  8  in.  brass  sand-sieves  of  10, 
20,  30,  40,  50,  80,  100,  and  200-mesh,  respectively,  with  pan  and 
cover;  1  rough  balance,  capacity  1  kg.,  sensitive  to  0.1  g.; 
1  l)^-in.  stiff  flat  brush;  and  several  sheets  of  manila  paper. 

Procedure, — While  a  mechanical  sifter  is  employed  in  the  OifRce 
of  Public  Roads  and  Rural  Engineering,  the  following  hand 
method  is  given  for  the  benefit  of  those  who  have  not  a  machine 
of  this  character  available.  When  a  machine  is  used,  its  method 
of  operation  should  be  checked  against  the  hand  method  de- 
scribed below  to  obtain  practically  equivalent  results. 

For  aggregates  containing  particles  too  large  to  pass  a  10- 
mesh  screen,  the  stone-sieves  are  used,  and  are  stacked  in  their 
regular  order  over  a  sheet  of  heavy  paper,  with  the  largest  size 
required  on  top.  The  weighed  amount  of  stone  is  placed  on  the 
largest  sieve  and  is  protected  carefully  from  drafts  which  might 
carry  away  any  of  the  fine  material.  The  upper  sieve  then  is 
removed  from  the  stack  and  shaken  over  a  large  sheet  of  paper 
until  no  more  particles  come  through.  The  material  thus  re- 
tained, including  any  fragments  caught  in  the  meshes  of  the  sieve, 
is  weighed  and  that  which  passes  is  added  to  the  contents  of  the 
succeeding  sieve.  This  operation  is  repeated  with  each  succeed- 
ing sieve. 

When  grading  sands  or  fine  aggregates,  it  is  customary  to  take 
a  100-g.  sample  in  order  that  the  weights  may  give  direct  percent- 
ages to  tenths  of  1  per  cent.  The  sieves  are  stacked  in  regular 
order,  with  the  200-mesh  sieve  resting  on  the  pan.     The  sample 
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is  brushed  on  the  top  sieve,  after  which  the  cover  is  put  on  and 
the  stack  agitated  for  about  five  minutes,  with  both  rocking 
and  circular  shaking.  Each  sieve  is  removed  in  order,  and  is 
shaken  and  tapped  on  a  clean  piece  of  paper  until  no  appreciable 
amount  of  material  comes  through.  All  lumps  are  broken  up 
by  crushing  them  against  the  side  of  the  sieve  with  the  finger 
or  a  small  spatula.  The  contents  of  the  sieve  are  emptied  into 
the  pan  of  the  balance.  All  particles  caught  in  the  mesh  are 
removed  by  brushing  across  the  underside  of  the  sieve  and  are 
added  to  the  contents  of  the  pan.  As  great  opportunity  exists 
for  wide  variations  in  the  results  of  sand  gradings  made  by  differ- 
ent persons,  owing  to  the  possibiUty  of  always  getting  a  little 
more  material  to  pass  by  continued  shaking,  it  is  well  for  the 
novice  to  repeat  his  sifting  on  any  given  mesh,  after  having 
weighed  it,  in  order  to  see  what  further  loss  he  can  produce.  If 
his  judgment  has  not  erred,  several  minutes'  further  sifting  should 
not  produce  a  loss  of  over  0.5  g. 

Where  coarse  aggregates  have  considerable  material  passing  a 
10-mesh  sieve  and  it  is  desired  to  grade  this  material  further,  it 
should  be  weighed  and  well  mixed,  quartered,  if  necessary,  and 
a  100-g.  sample  should  be  passed  through  the  sandnsieves.  From 
the  percentages  so  obtained  and  the  weight  of  .material  passing 
the  10-mesh  sieve,  the  percentages  of  the  total  aggregate  which 
these  finer  materials  represent  may  be  calculated. 

The  OjBice  of  Public  Roads  and  Rural  Engineering  has  adopted 
the  following  recommendations  of  the  Conunittee  on  Standard 
Tests  for  Road  Materials  of  the  American  Society  for  Testing 
Materials  as  to  the  size  of  wire  for  standard  sand-sieves: 

Mofihcs  per  linear  in.     Diameter  of  wire,  in.     Meshes  per  linear  in.  j  Diameter  of  wire,  in. 


I 


10 
20 
30 
40 


0.027 

50 

0.009 

0.0165 

80 

0.00675 

0.01375    j 

100 

0.0045 

0.01025 

200 

0.00235 

14.  Determination    of    Voids    in  the    Mineral    Aggregate. 

Apparatiis. — 1  1 -liter  graduated  glass  cylinder;  1  500-c.c.  gradu- 
ated glass  cylinder;  2  pieces  of  brass  tubing  (3-^  in.  bore  and  2  in. 
long);  1  wooden  block  mounted  with  soft  rubber  pad;  1  iron 
support  with  condenser  clamp;  3  ft.  of  rubber  tubing;  1  pinch- 
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cock;  1  1}4'^^'  stiff  flat  brush;  1  small  tin  scoop;  and  2  sheets 
of  manila  paper. 

Procedure. — The  cylinders  are  prepared  for  this  purpose  by 
drilling  a  hole  in  the  center  of  the  bottom  of  each.  This  hole 
should  be  slightly  larger  than  the  outside  diameter  of  the  brass 
tubing,  one  end  of  which  is  cemented  into  it  by  means  of  a  lith- 
arge and  glycerin  mixture.  The  upper  end  of  the  tube  should  be 
flush  with  the  inside  of  the  bottom  of  the  graduated  cylinder  and 


qp-i^ 


— a 


Fig.  65. — Apparatus  for  the  determination  of  voids  in  the  mineral  aggregate 

in  the  large  cylinder  a  piece  of  200-mesh  wire  gauze  should  be 
soldered  over  the  end  of  the  tube  to  prevent  fine  material  passing 
through. 

The  apparatus  is  set  up  as  shown  in  Fig.  65,  with  the  pinch- 
cock  on  the  rubber  tubing  closed.  The  small  cylinder  is  filled 
with  kerosene,  after  which  the  pinchcock  is  opened  slowly  in 
order  to  permit  the  kerosene  to  force  any  air  from  the  tubing  and 
to  come  flush  with  the  bottom  of  the  large  cylinder.  The  pinch- 
cock then  is  closed. 

The  aggregate  is  mixed  thoroughly  and  quartered,  if  necessary, 
until  a  representative  sample  of  material  of  at  least  300  c.c. 
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volume  is  obtained.  This  sample  of  aggregate  is  poured  into  the 
large  cylinder,  a  seoopful  at  a  time,  with  a  light  tamping  of  the 
cylinder  against  the  rubber  pad  in  order  to  compact  the  material. 
The  best  results  usually  are  obtained  by  making  a  cylinder  of 
manila  paper  inside  the  glass  cylinder,  and  introducing  the  aggre- 
gate inside  the  paper.  The  paper  then  can  be  withdrawn  slowly 
while  the  glass  cylinder  is  being  lightly  tamped.  Segregation  of 
the  several  sizes  of  material  must  be  avoided,  and  any  fine  ma- 
terial remaining  on  the  paper  should  be  brushed  ofif  and  added  to 
the  aggregate. 

When  the  aggregate  in  the  large  cylinder  has  reached  its 
maximum  state  of  compaction,  the  volume  of  kerosene  in  the 
small  cylinder  is  read,  the  pinchcock  is  opened  and  the  elevation 
of  the  small  cylinder  so  regulated  as  to  permit  the  kerosene  to 
slowly  percolate  upward  through  the  aggregate,  until  it  has 
reached  a  point  20  or  30  c.c.  above  the  top  of  the  aggregate. 
The  meniscus  of  the  kerosene  in  each  cylinder  and  the  volume  of 
the  aggregate  then  are  noted.  The  percentage  of  voids  is  calcu- 
lated as  follows: 

"a"  equals  initial  volume  of  kerosene  in  small  cylinder. 
**6"  equals  final  volume  of  kerosene  in  small  cylinder, 
"c"  equals  meniscus  of  kerosene  in  large  cylinder, 
"d"  equals  apparent  volume  of  aggregate. 

Percentage  of  voids  equals      -      -^ - 

In  some  cases  the  kerosene  fails  to  expel  all  the  air  from  the 
aggregate,  and  this  fact  will  be  evidenced  by  bubbles  coming  to  the 
surface  if  the  aggregate  is  stirred  with  a  long  thin  metal  rod  after 
the  final  readings  are  taken.  Accurate  results  under  such  condi- 
tions are  obtained  by  stirring  the  aggregate  until  bubbles  cease 
to  appear.  This  will  yield  a  lower  reading  on  the  meniscus  of 
the  kerosene  in  the  large  cylinder,  but  the  original  reading  on  the 
volume  of  rock  should  be  taken. 

15.  Flash-  and  Burning-Points. — The  flash-  and  burning- 
points  may  be  determined  by  means  of  the  New  York  State 
Board  of  Health  tester^  or  by  the  Cleveland  open-cup.'  The 
rate  of  heating  is  5°C.  per  minute. 

Use  of  the  Flash-  and  Burning-Point  Detersonatioks. — 
The  flash-  and  burning-point  determinations  should  be  made  on 

*  See  page  74  for  a  description  of  this  tester. 

*  See  page  102. 
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all  bituminous  road  materials  which  have  to  be  heated  before 
application  and  upon  all  fluid  and  semi-solid  products  which 
show  a  loss  of  over  5  per  cent,  by  the  volatiUzation  test  at  163**C. 
They  also  should  be  made  on  fluxes  which  are  to  be  used  in 
cutting  hard  bitumens. 

16.  Petrolenes,  Asphaltenes  and  Carbenes.— The  components 
of  the  bitumen  in  crude  petroleum,  petroleum  products,  malthas, 
asphalt  cements,  and  solid  native  bitumens  which  are  soluble 
in  paraffin  naphtha,  are  designated  ''petrolenes,''  while  those 
which  are  insoluble  are  termed  "asphaltenes."  That  por- 
tion of  bituminous  substances  which  is)  insoluble  in  carbon 
tetrachloride,  but  soluble  in  carbon  disulphide,  is  known  as 
"carbenes.*" 

The  bituminous  components  of  natural  and  artificial  asphalts 
which  are  insoluble  in  paraffin  naphtha  ("asphaltenes")  resemble 
coal  in  their  behavior  to  reagents;  they  contain  rather  less  nitrogen 
and  more  hydrogen,  but  are,  unlike  coal,  soluble  in  benzene  and 
carbon  tetrachloride.  The  "  carbenes  "  which  occur  in  grahamite 
are  insoluble  in  carbon  tetrachloride  and  also  resemble  coal. 
The  resemblance  in  the  deportment  of  coal  and  asphaltic  sub- 
stances is  ascribed  to  the  common  possession  of  polycycUc  struc- 
ture and  similarly  Unked  oxygen. 

17.  Other  Tests  Concerning  Bittuninous  Road  Materials. 
Detailed  descriptions  of  other  tests,  such  as  ductility,  viscosity, 
distillation,  dimethyl  sulphate  test,  flow  test,  microscopic  ex- 
amination, etc.,  may  be  found  in  such  works  as  Richardson's 
"'The  Modern  Asphalt  Pavement,"  1908,  Hubbard's  "Dust 
Preventives  and  Road  Binders,"  1910,  Abraham's  "Asphalts  and 
Allied  Substances,"  1918,  and  Peckham's  "Solid  Bitumens," 
1909.' 

18.  Specifications  for  and  other  methods  of  testing  bituminous 
road  materials,'  and  forms  for  reporting  tests,  are  presented  in  the 
Appendix f  pages  383  et  seq, 

*  Petroleum  asphalts  do  not  show  "  carbenes  ''  unless  they  are  overheated 
or  over-blown.  If  more  than  0.5  per  cent,  is  present  in  petroleum  asphalts, 
their  quality  is  to  be  regarded  as  questionable. 

*  Other  treatises  in  this  field  of  bitumenology  are  KOhler's  **Die  Chemie 
und  Technologie  der  NatUrlichen  und  KUnstlichen  Asphalte,''  Braunschweig, 
1913;  Danby's  '' Natural  Rock  Asphalts  and  Bitumens,"  London,  1913; 
and  Boorman's  "Asphalts,  their  Sources  and  Utilizations,"  New  York,  1914. 

'  For  analyses  of  various  grades  of  asphalt,  njad  oil  and  fluxing  oil,  see 
Newton  and  Williams,  Pet.  Age,  6  (1919),  241. 


CHAPTER  VI 

THE  EXAMINATION  OF  OTHER  PRODUCTS  OF  PETRO- 

LEUM^ 

1.  Fuel  Oils. 

2.  Gas  Oils. 

3.  Insulating  Oils. 

4.  Cutting  Oils. 

5.  Liquid  Petrolatum. 

6.  Petrolatum. 

7.  Paraffin  Wax. 

1.  The  Examination  of  Fuel  Oils. — The  indefinite  term  fitel 
oil  is  employed  broadly  for  the  description  of  any  product  of 
petroleum  which  may  be  used  for  the  production  of  heat  or  power, 
ranging  from  the  distillate  series  down  to  and  including  any  pro- 
duct which  can  be  made  liquid  by  steam  heat  and  for  which  no 
better  market  outlet  can  be  obtained.  Generally  speaking,  there 
arc  no  fixed  specifications  for  fuel  oil  for  industrial  purposes, 
each  user  being  guided  by  his  own  peculiar  needs  and  facilities; 
it  must  not,  however,  contain  naphtha,  and  many  consiuners 
require  that  it  be  of  such  a  consistency  that  it  can  be  pumped 
through  pipes  and.  burners.* 

^  The  consideration  of  such  petroleum  products  as  wool  oils  icloth  oils), 
leather  oils,  and  floor  oils,  etc.,  has  been  omitted  purposely  from  this  Chap- 
ter. Those  pmducts  used  by  manufacturers  of  woolens  for  oiling  wool 
before  spinning  or  rags  prior  to  pulling  (*'wool  oils")  consist  of  fatty  oils, 
oleic  acid,  and  emulsions  of  oil  and  oleic  acid  with  small  amounts  of  ammonia 
or  soda  in  water,  also  turkey-red  oils  and  soaps;  the  fatty  oils  sometimes  are 
replaced  in  part  by  mineral  oils,  and  the  so-called  water-aoluble  oils  are 
also  used  (sw  Cutting  Oils,  page  166).  Lkwkowitsch,  in  his  "Laboratory 
Companion"  (1901,  63),  gives  analyses  of  ordinary  cloth  oils  as  well  as 
emulsion  wool  oils.  Petroleum  leather  oils,  which,  chemically,  do  not  differ 
from  lubricating  oils  deriveil  from  petroleum,  have  been  considered  at 
leneth  by  Oberfell  in  J.  Am.  Leather  Chem.  Assoc.,  6  (1911),  29;  and  11 
'  19ir)K  74.  On  oils  used  in  making  leather,  see  also  Bacon,  Drug  &  Chem. 
yfnrkft.^,  6  '  11U0\  No.  5S,  7.  On  floor  oils,  especially  the  use  of  light  lubri- 
cating oils  Un  (lust-laying  purposes,  sei^  Heise,  Arbeiten  atis  dem  Kaiser- 
lirh.t,  (;*.^>infihrU.'<nmt,    30  illKUn,  No.  1. 

-  On  f'lel  nils.  s<H'  n.M  ON  and  Hamor,  lib.  cit..  1,  117,  119;  2, 463,  493^  504 

\ri  i  >*)'*. 
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The  examination  of  fuel  oils  should  include  the  determination^ 
of  Baum^  gravity,  flash-point,  fire-point,  cold  test,  and  water 
and  B.S.;  the  percentage  of  -sulphur  usually  is  ascertained, 
and  sometimes  the  viscosity  and  heat  of  combustion  are  found. 
The  Navy  Department  specifications  for  fuel  oil  (1918)  are  as 
follows: 

Flash-point  by  Abel-Pensky  or  Pensky-Martens  closed-cup, 
not  below  150°F.;  by  Tagliabue  open-cup,  not  below  175°F. 

Viscosity,  not  above  1500  sec.  Saybolt  at  70°F. 

Sulphur,  not  more  than  1.5  per  cent. 

Water  and  B.S.,  not  more  than  1  per  cent. 

For  railway  specifications,  see  the  AppendiXf  page  488. 

2.  The  Examination  of  Gas  Oils. — Gas  oil  is  the  fraction  inter- 
mediate between  illuminating  oil  and  lubricating  oil.'  It  is 
adapted  especially  to  the  manufacture  of  oil-gas  (which  is  lised 
to  enrich  coal-gas  for  illuminating  purposes)  and  for  carbureting 
water-gas,  because  of  the  fact  that,  being  a  high-boiling  distil- 
late, it  will  not  leave  an  excessive  coke  residue  on  the  one  hand, 
while,  on  the  other  hand,  the  molecular  weight  is  sufficiently 
high  to  permit  ready  cracking.  Gas  oil  also  is  used  as  a  fuel  for 
heavy  oil  engines.  The  most  important  test  on  the  oil  is  that  of 
distillation,  the  over-point,  distillation-curve  to  the  limit  of  the 
thermometer,  and  residue  being  secured  thereby.'  Other  de- 
terminations that  may  be  made  are  as  follows:  Baum^  gravity, 
l>ercentage  insoluble  in  petroleum  ether  (b.p.,  40°C. — 95°C.), 
water  and  sludge,  flash-  and  burning-points,  and  percentage  of 
sulphur.* 

"Solar  oil"  is  gas  oil  from  petroleum  of  the  Gulf  or  Mid-Continent  field. 
An  analysis  of  a  typical  gas  oil  is  as  follows: 
Specific  gravity,  0.860  at  20°C.  (68°F.;. 
Retort  test  (bulb  of  thermometer  immersed) : 
Drop  at  260°C.  (500°F.). 
32  per  cent,  at  300°C.  (572^F.). 
60  per  cent,  at  320''C.  (608°F.;. 

^  By  the  methods  described  in  the  preceding  chapters.  See  also  part  3, 
of  Moore's  "Liquid  Fuels  for  Internal  Combustion  Engines,"  1918. 

'  For  a  select  bibliography  of  gas  oils,  see  Technical  Paper  120,  Bureau  of 
Mines,  12-14. 

'  See  page  12.  The  distillation  should  be  continued  to  dryness  and 
the  amount  of  coke  determined. 

*  On  an  "efficiency  value"  of  gas  oil,  obtained  as  the  product  of  the  heat- 
ing value  and  ttie  amount  of  gas  formed,  see  Hempel,  J,  Gasbd.^  63  (1910), 
53,77,  101  and  155. 


160 


THE  EXAMINATION  OF  PETROLEUM 


Ignition-point  in  oxygen,  254'C.  {489°F.)- 

Groaa  calorific  value,  19,584  B.t.u. 

Net  calorific  value,  18,347  B.t.u. 

Closed  flash-point  i.Gray).  I84°F. 

Water,  none. 

Carbon,  85. 9  per  cent. 

Hydrogen,  12.8  per  cent. 

Oxygen  and  nitrogen,  1.09  per  cent. 

Sulphur,  0.21  per  cent. 

Ash,  none. 

Coke,  0.35  per  cent. 

3.  The  Ezaminatioii  of  lasuUting  Oils. — Mineral  oils  are 
employed  aa  insulating  media  in  several  ways.  They  are  used 
to  insulate  transformers  and  switches  by  immersion,  tosaturate 
fibrous  and  other  materials,  aa  in  cable  work,  and  in  mixiDg  cer- 
tain insulating  paints  and  varnishes.  The  desired  characteristics 
of  an  insulating  oil  are  high  resistivity  and  dielectric  strength, 
low  viscosity,  high  flash-point,  chemical  neutrality  towards 
metals  and  insulating  materials,  freedom  from  water,  sediment 


Fia.  66.— The  effect  of 


the  dielectric  BtreoEtb  of  tl 


and    impurities,    and    chemical    stability    under    local    high 

temperatures. 
Thansformer  Oil.'— An  oil  suitable  for  cooling  and  insulating 
'  On  transformer  oil,  see  Skinner,  Eleetric  J.,  May,  IWH;  Kintkkh, 

ibul.,  October,  1906;  Tobby,  Trans.  Am.  Inst.  Blec.  Eng.,  m  (1910),  1189; 

Farmer,  ibid.,  33  (1913),  2097;  CircuiaT  36,  V.  S.  Bureau  of  Standftrds; 

Peck,  Elec.  IVorid,  67  (1916),  1413;  Hikobe,  Oqawa  and  KuBo,  itrid.,  M 

(1916),   1301;  Bacon  and  Hamor,  lib.  dt.,  2,  917;  and  Battle,  NaLPet. 

Neil's,  Doc.  10,  Wlfl,  41. 
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transformers  should  be  a  petroleum-product  umnixed  with  any 
other  substance.  It  should  be  prepared  and  refined  especially 
for  the  purpose;  should  be  free  from  water,  suspended  matter, 
acid  and  alkali,  and  should  contain  a  minimum  of  sulphur  com- 
pounds. According  to  the  Bureau  of  Standards,^  the  flash-point 
determined  in  a  closed-cup  should  not  be  less  than  170°C.;  on 
cold  test  it  should  not  begin  to  solidify  and  no  wax  should  form 
in  the  oil  above  0°C.;  and  it  should  stand  a  breakdown  test  of 
30,000  volts  between  spheres  of  0.5  cm.  radius,  0.40  cm.  apart. ^ 
The  specifications  of  the  Westinghouse  Electric  and  Manu- 
facturing Company  are  as  follows : 

''Lectboseal*'  Transformeb  Oil 

1.  This  specification  covers  a  specially  selected  oil  which  is  primarily 
intended  for  use  in  the  cases  of  transformers  of  the  oil-insulated  type  for 
the  purpose  of  insulating  and  cooling  the  transformer. 


Fio.  67. — Metal  plate  and  test  cup  used  for  determining  the  flash-  and  fire-points 

of  transformer  oils. 


I.  Physical  Properties  and  Tests 

2.  The  oil  must  be  a  pure  mineral  oil,  obtained  by  fractional  distillation 
of  petroleum,  unmixed  with  any  other  substances.  It  must  not  contain 
moisture,  acid,  alkali,  or  free  sulphur,  or  any  other  substance  which  will 
affect  its  electrical  insulating  qualities. 

3.  It  is  desirable  that  the  color  of  the  oil  be  as  light  as  possible. 

4.  The  flash-point  of  the  oil  must  not  be  less  than  126''C.  (260**F.)  and 
the  fire-point  must  not  be  less  than  149''C.  (300''F.).  The  tests  shall  be 
made  as  follows: 

Use  metal  plate  and  test  cup  of  the  dimensions  given  in  Fig.  67.     Fill 

^  Circular  22,  1911. 

'  See  also  ''Standard  Handbook  for  Electrical  Engineers,"  4th  ed.,  sec.  6, 
55;  and  Bobden,  Elec.  World,  75  (1920),  607. 
11 
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the  cup  with  oil  to  within  3^  in.  of  the  rim  and  remove  air  bubbles  from  the 
surface  of  the  oil  by  means  of  a  piece  of  dry  paper.  The  thermometer  bulb 
should  be  completely  immersed,  but  &hould  not  touch  the  cup. 

Adjust  the  bunsen  burner  so  that  the  rate  of  heating  of  the  oil  will  not 
be  less  than  5.6°C.  C9.9**F.)  nor  more  than  8°C.  U4.4**F.)  per  minute. 

Test  for  flash-point  by  passing  the  gas  test  flame  across  the  top  of  the 
cup,  but  not  allowing  it  to  come  in  contact  with  the  oil.  Apply  the  test 
flame  about  10*^0.  (IS^'F.)  below  the  supposed  flash-point  of  the  oil  and  for 
every  3°C.  (6.4**F.)  rise  until  the  flash-point  has  been  reached.  This  will 
be  indicated  when  a  light  bluish  flash  appears  over  the  surface  of  the  oil 
upon  applying  the  test  flame. 

To  determine  the  fire-point,  continue  heating  and  testing  as  described 
above  until  the  oil  takes  fire  and  bums. 

5.  The  oil  must  have  an  average  breakdown  value  of  not  less  than  22,000 
volts  when  tested  in  a  device  having  flat  disc  electrodes,  1  in.  in  diameter, 
with  square  edges,  set  with  the  surfaces  in  parallel  planes  0.1  in.  apart,  and 
with  their  axes  in  the  same  horizontal  line. 

A  similar  device  may  be  used  with  discs  0.5  in.  in  diameter  set  0.2  in. 
apart.     The  average  breakdown  value  must  then  not  be  less  than  38,500 
volts. 

A  third  device  having  electrodes  consisting  of  spheres  0.5  in.  in  diameter' 
set  0. 15  in.  apart  in  the  same  vertical  line  may  be  used.  The  average  break— ^ 
down  voltage  with  this  device  must  not  be  less  than  40,000  volts. 

The  following  precautions  must  be  followed  when  using  all  devices  fo^^ 
making  dielectric  tests,  to  prevent  obtaining  results  that  will  cause  th^^ 
condemnation  of  good  oil : 

When  possible  the  gap  should  be  adjusted  and  locked  in  place  first ^-^ 
Then  thoroughly  rinse  with  benzine  or  gasoline.  If  wiping  with  cloth  i^ 
necessary,  it  must  be  dry  and  all  such  cleaning  must  be  followed  by  thorouglv. 
rinsing  until  all  fibers  of  cotton  have  been  eliminated.  Then  give  a  finaS- 
rinsing  with  the  oil  to  be  tested  immediately  before  placing  the  test  sample 
in  the  apparatus. 

The  temperature  of  both  oil  and  testing  apparatus  should  be  as  clos9^ 
together  as  possible  and  shall  be  between  20°C.  and  30°C.  Lower  tempera-* 
tures  are  likely  to  yield  low  breakdown  values  and  higher  temperatures 
high  values. 

The  oil  level  for  apparatus  with  disc  electrodes  shall  not  be  less  than  on^ 
inch  above  the  electrodes  and  for  apparatus  with  spheres  arranged  abov9 
one  another  not  less  than  six  inches  above  the  center  of  the  gap. 

The  testing  transformer  shall  have  a  capacity  of  at  least  one  K.  V.  A. 
Pour  the  test  sample  into  the  testing  device  and  allow  it  to  stand  untiE 
all  minute  air  bubbles  have  had  time  to  escape.     This  will  require  two  or 
three  minutes. 

Apply  the  testing  voltage,  starting  at  a  low  value  and  increasing  steadily 
at  the  rate  of  about  3000  volts  per  second  without  opening  the  circuit 
until  breakdown  takes  place. 

After  each  break,  jar  the  testing  device  but  do  not  cause  the  oil  to  be 
agitated  sufficiently  to  take  up  air  bubbles.  This  will  tend  to  loosen  par- 
ticles of  carbonized  oil  from  between  the  electrodes.     Do  not  introduce  any 
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device  into  the  oil  for  stirring,  as  it  is  likely  to  cause  low  breakdown  voltages 
on  account  of  introducing  minute  particles  of  foreign  matter  or  moisture. 
Jarring  will  not  remove  alj  carbon  from  between  the  electrodes,  but  the 
remainder  will  be  driven  off  by  the  next  application  of  voltage  before  the 
breakdown  value  is  reached. 

Repeat  the  application  of  voltage  until  five  breakdowns  have  been  made 
and  use  the  average  value  as  the  breakdown  voltage  of  the  oil. 

Sometimes  a  small  bright  spark  passes  across  the  gap  but  does  not  form 
an  arc  or  cause  circuit  breakers  or  fuses  to  open  the  circuit.  Such  discharges 
should  be  disregarded  in  recording  results.  They  are  not  likely  to  occur  if 
sufficient  time  is  allowed  for  all  air  to  escape  before  applying  voltage.  It  is 
better  to  make  tests  on  several  samples  of  oil  if  the  first  sample  has  a  low 
breakdown  value.  If  the  tests  on  any  one  sample  from  the  same  tank,  or 
other  container,  yield  satisfactory  results  and  the  tests  oh  other  samples  are 
low,  the  latter  may  be  disregarded  as  having  been  caused  by  contamination 
in  taking  from  the  container  or  by  insufficient  cleaning  of  the  testing  device. 

6.  The  viscosity  shall  not  be  more  than  40  seconds  at  40°C.  (104**F.),  as 
<ietermined  by  means  of  a  Saybolt  viscosimeter. 

7.  The  oil  must  not  show  a  deposit  or  any  change  other  than  a  darkening 
«of  color,  after  being  tested  in  the  following  manner:  Place  two  ounces  of 
C3il  in  a  6-ounce  glass  beaker  and  heat  with  bunsen  burner  gradually  and 
miniformly  at  the  rate  of  S.S^C.  vS.S^F.)  per  minute  until  a  temperature  of 
^2*C.  (450**F.)  is  reached,  then  allow  to  cool.  Put  the  oil  in  a  tall  bottle 
or  large  test  tube  and  allow  to  stand  for  12  ho^irs  at  room  temperature,  then 
Isold  toward  a  strong  light  and  examine  for  deposit. 

8.  A  sample  shall  be  taken  from  one  drum  for  each  25  drums  received, 
<^Qd  from  each  tank  car  received,  the  oil  being  taken  from  the  lowest  part  of 
^he  drum  or  tank  car.  Great  care  must  be  taken  to  keep  the  sample  of  oil 
^i^e  from  moisture  and  dirt.  The  sneaks  and  bottles  used  for  sampling 
should  be  carefully  cleaned  with  benzine  and  dried  before  using,  and  bottles 
^©Pt  corked  before  and  after  sample  has  been  obtained. 

II.  Packing  and  Marking 

d.  Shipment  of  oil  must  be  made  in  tin  cans,  iron  barrels,  or  tank  cars, 
^  specified  on  the  individual  order.  Wooden  barrels  may  be  called  for  in 
"P^cial  cases.  All  cans  used  for  shipment  of  oil  must  be  new,  clean  and  dry ; 
^  l>arrels  must  be  clean  and  dry,  and  be  reasonably  free  from  rust  before 
"^^^g.  All  tin  cans  must  be  hermetically  sealed  by  soldering,  and  must  be 
property  boxed  for  shipment.  The  bungs  and  taps  of  iron  drums  must  be 
nia<Je]  oil-tight  by  means  of  lead  washers,  bung  being  screwed  tight  so 
tliat  the  washer  is  under  compression. 

^0.  All  iron  barrels  must  be  sealed  by  means  of  a  substantial  car  seal  of 
*^^dard  form,  the  wire  of  seal  being  so  arranged  that  the  bung  or  cap  can- 
not be  opened  without  breaking  the  seal. 
11.  (a)  Each  drum  shall  be  plainly  marked  as  follows: 
Requisition  number. 
P.  D.  Spec.  1651-D. 
No.  of  gallons. 
Name  of  manufacturer. 
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For  example.— Req.  0-5100;  P.  D.  Spec.  1651-D;  50  gaL;  Blank  OQ  Com- 
pany. 

(b)  Each  drum  shall  bear  a  serial  number  stamped  into  the  metal  of  the 
drum  or  on  a  metal  plate  soldered  to  the  end  of  the  drum. 

12.  Each  tank  car  shall  have  a  packing  slip  with  the  following  information: 

Requisition  number. 
P.  D.  Spec.  1651-D. 
No.  of  gallons. 
Name  of  manufacturer. 
For  example.— Req.  0-5000;  P.  D.  Spec.  165 1-D;  6000  gal.;  Blank  Oil 
Company. 

III.  Inspection 

13.  Unless  othem-ise  specified,  inspection  shall  be  made  at  destination- 
Inspection  may  be  made  at  point  of  manufacture,  if  desired  by  the  purchaser. 

IV.  Rejection 

14.  The  Westinghouse  Electric  and  Manufacturing  Company  reserves  tih© 
right  to  reject  any  portion  or  all  of  the  material  which  does  not  confono  ^^ 
the  above  specification  in  every  particular,  and  to  returr  the  rejected  ma^*'^ 
ial  to  the  manufacturer  or  seller  for  full  credit  at  price  charged,  f .o.b.  poi^ 
of  delivery  specified  by  the  purchaser.  If  the  material  is  to  be  replace*^* 
new  order  will  be  entered  at  prices,  terms  and  conditions  acceptable  ta  ^" 
purchaser. 

The  General  Electric  Company  specifies  that: 

(1)  **  Transit  Oil  No.  8"  must  be  pure  mineral  oil,  of  which  the  c^^^ 
acteristics  shall  be  as  follows: 

Specific  gravity  at  15.5**C.,  approximately  0.83. 

Cold  test,  not  higher  than  —  2°C. 

Flash-point,  not  less  than  ISO^'C. 

Fire-test,  not  less  than  149°C. 

Viscosity,  not  higher  than  39  sec.  at  40**C. 

Reaction — neutral. 

Ash  and  saponification  value — nil. 

The  viscosity  shall  be  determined  in  the  Say  bolt  cup  at  a  tempersti"^ 
of  40**C.  The  fla«h-point  and  fire- test  shall  be  determined  in  the  Vacuu"' 
Oil  Company's  standard  open-cup  flash-tester.  The  cold-test  shall  1^ 
determined  by  chilling  30  c.c.  of  oil  in  a  4-oz.  vial,  1  in.  in  diameter,  with  • 
thermometer  immersed  to  the  center  of  the  oil.  The  chilling  of  the  oi* 
may  be  done  with  any  suitable  freezing  medium.  The  vial  containing  tl*^ 
oil  must  not  be  in  direct  contact  with  the  freezing  medium,  but  shall  fy^ 
surrounded  by  an  air  space,  which  shall  be  large  enough  so  that  on  furth^*^ 
cooling,  after  the  oil  has  come  to  5°C.,  the  temperature  shall  not  drt^^ 
faster  than  1**C.  per  minute.  Every  3°C.  below  this  point,  tip  the  jar  to  9^ 
angle  of  about  15°  from  the  vertical.  The  last  point  at  which  the  oil  wtt^ 
flow  when  the  tube  is  held  in  this  position  and  its  base  gently  tapped  on  tt^^ 
palm  of  the  hand  is  taken  as  the  cold  test. 
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(2)  The  oil  is  tu  be  used  aa  an  electrical  inaulatot,  and  it  is,  therefore, 
essential  that  it  be  kept  as  nearly  as  possible  free  from  moisture,  acid,  sul- 
phur and  from  all  other  foreign  substances  which  might  in  any  wise  affect 
or  endanger  its  elf^trical  instilatinR  quHlities  or  reaut  with  mctaU  used  in 
the  construction  of  electrical  apparatus.  Teats  to  determine  the  electrical 
insulstion  of  the  oil  will  be  made  by  the  General  Electric  Company  in  one 
of  their  standard  testing  out6ta  which  are  shown  on  Drawing  M-5460SQ, 
with  a  gap  between  terminals  of  0.200  in.  No.  8  oil  must  have  a  disruptive 
■trength  of  not  less  than  10,000  volts.     Test  may  also  be  made  in  one  of 


t  standard  testing  outfits  shown  on  Drawing  P-56S839,  with  a  gap  be- 

n  terminals  of  0.100  in.     No.  8  oil  must  have  a  disruptive  strength  of 

i  leas  than  23,000  volts  when  tested  in  this  manner. 

fc  (3)  At  any  time  within  one  year  from  the  date  of  receipt  the  oil  must 

J  precipitate  when  heated  to  120°C.  for  72  hours  and  pure  oxygen 

lowed  to  bubble  through. 

The  solid  sludge  formed  in  the  high-resistance  insulating  min- 
eral oils  used  in  transformers  is  undoubtedly  an  oxidation  product 
resulting  from  the  direct  action  of  the  air,  often  catalj-tically 
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accentuated  by  the  presence  of  metals  and  especially  of  copper. 
Possibly  also  ozone,  formed  by  electric  discharges  from  the  trans- 
formers, plays  a  part,  while  oils  containing  large  proportions  of 
olefines  and  other  unsaturated  hydrocarbons  are  presumably 
more  liable  to  sludge-formation  than  oils  which  are  free  from 
these  substances.^  Recent  experiments  upon  the  question  of 
sludge  formation  appear  to  show  that  the  oxidation  of  petroleum 
oil,  as  used  in  highly  insulated  transformers,  by  air  at  tempera- 
tures up  to  lOO^C,  is  not  of  the  nature  of  a  substitution,  but  is 
chiefly  an  additive  reaction,  at  least  in  so  far  as  the  hydrogen  is 
concerned,  for  no  water  is  formed,  or,  if  formed,  it  is  only  in 
very  small  quantities,  very  much  less  than  is  produced,  for  in- 
stance, when  coal  is  oxidized  under  similar  conditions. 

4.  The  Examination  of  Cutting  Oils. — Compounded  oils,  or 
cutting  oils,  are  manufactured  in  great  variety  for  the  metal- 
cutting  and  stamping  industries  and  for  drilling,  boring,  reaming, 
milling  and  various  other  machine-shop  operations.  They  may 
be  subdivided  roughlj"  into  two  general  classes,  viz.,  siraighi 
cutting  oils  and  soluble  cutting  oils.  The  straight  cutting  oils, 
which  consist  of  lard  oil,  sperm  oil,  or  vegetable  oik,  or  mixtures 
of  one  or  more  of  these  oils  with  certain  mineral  oils,^  are  used 
directly  on  the  machines  without  any  further  treatment  and  are 
intended  principally  for  the  more  delicate  lathe  work  and  fine 
boring  and  reaming  operations  and  also  for  work  on  high-carbon, 
special  alloy  steels  and  other  hard  metals.  Lard  oil,  or  a  mixture 
of  lard  oil  and  mineral  oil,  is  the  most  extensively  used  cutting 
oil  of  this  class. 

Soluble  cutting  oils  are  of  many  types,  but  all  depend  upon  the 
property  of  forming  an  emulsion  when  mixed  with  water.  These 
products  are  used  primarily  for  heat  conduction  in  heavy  cutting, 
drilling,  milling,  stamping  and  other  operations  and  at  the  same 
time  they  furnish  considerable  lubrication  at  the  cutting  points 
and  surfaces.'  They  are  compounded  usually  from  mineral  oils 
mixed  with  a  specially  treated  animal  or  vegetable  oil,  such  as 
lard,  cottonseed,  corn,  rapeseed,  castor,  olive,  rosin,  neatsfoot, 

^  Hence  the  iodine  value  is  held  to  be  of  importance  with  compreBSor 
lubrication  (Moore,  The  Engineer ,  Aug.  20,  1915)  and  transformer  oil 
(DiGBY,  J.  Inst.  Elec.  Eng.j  63,  No.  239.  146),  where  it  is  an  indication  of 
the  liability  to  oxidation.  On  the  determination  of  the  iodine  values  of 
mineral  oils,  see  pages  20  and  59. 

*  Pure  mineral  oil  is  used  only  to  a  limited  extent  as  a  straight  cutting  oil. 

'  See  Hammond,  Machinery,  January,  1917. 
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and  other  oils.     They  are  known  as  sulphonated,  phenolated  and 
soap  oils. 

Copeland^  has  discussed  at  length  the  methods  for  the  analysis 
of  compounded  oils.  He  describes  procedures  for  the  separation 
of  the  saponifiable  matter  and  the  mineral  oil  and  for  conducting 
physical  tests  (emulsification,  segregation,  and  evaporation)  on 
cutting  oils  of  both  classes. 

METHODS  OF  ANALYSIS 

Two  general  methods,  designated  as  A  and  B,  were  devised  by 
Copeland  for  the  analysis  of  compounded  oils.  Method  A  is  a 
gravimetric  separation  of  the  saponifiable  matter  and  the  mineral 
oil  and  is  useful  as  a  check  method  and  also  where  a  further 
examination  of  the  separated  oils  is  contemplated,  to  determine 
their  origin,  nature  and  characteristics.  Method  B  is  a  volu- 
metric method  and  gives  more  complete  information  as  to  the 
condition  of  the  saponifiable  matter;  it  is  also  much  more  rapid. 
Both  methods  can  be  applied  to  the  two  classes  of  oils  without 
any  changes. 

In  the  following  methods,  all  flasks  and  other  containers  used 
for  weighing  samples  and  residues  first  should  be  thoroughly 
cleaned,  rinsed  with  distilled  water,  alcohol,  and  ether,  and  then 
dried  in  an  oven  for  one  hour  at  a  temperature  of  100°  to  105**C. 

Preparation  of  Sample. — Mix  the  oil  thoroughly  by  vigorously 
shaking  the  container,  or,  if  in  a  barrel,  by  rolling  it  on  the  bilge; 
then  fill  4-ounce  oil  sample  bottles  with  the  well-mixed  oil  and 
label  properly. 

Before  commencing  the  analysis,  the  color,  odor,  turbidity, 
and  any  other  characteristics  of  the  original  oil  should  be  noted. 

Method  A. — Determination  of  Saponifiable  Oil  and  Mineral 
Oil. 

Weigh  4  to  6  g.  of  the  thoroughly  mixed  oil  in  a  300-c.c.  Erlen- 
meyer  flask,  add  50  c.c.  of  alcoholic  potash  (40  g.  of  potassium 
h3'droxide  dissolved  in  one  liter  of  alcohol  that  has  been  redis- 
tilled after  standing  for  some  time  over  potassium  hydroxide), 
and  then  boil  the  mixture  under  a  reflux  condenser  for  from  one  to 
two  hours.  An  oil-  or  water-bath  maintained  at  about  100°C., 
or  an  electric  hot-plate,  is  suitable  for  boiling  the  liquid. 

Disconnect  the  apparatus  and  boil  off  most  of  the  alcohol,  being 
careful  not  to  overheat  the  oil  or  decomposition  may  result. 

>  MeL  Chem.  Eng.,  17  (1917),  27. 
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Add  about  50  c.c.  of  hot  water  to  the  residue  in  the  flask,  agitate 
and  transfer  to  a  500-c.c.  separatory  funnel,  and  wash  out  the 
contents  of  the  flask  with  small  successive  portions  of  hot  water, 
keeping  the  total  volume  in  the  funnel  under  1.50  c.c.     Cool  the 
solution  in  running  water  and  when  cold  add  75  c.c.  of  ether, 
stopper  the  funnel  and  shake  vigorously.    Allow  the  two  layers 
to  separate  for  about  12  hours  or  over  night.    If,  after  standing 
for  some  time,  the  solution  does  not  show  a  tendency  to  separate 
into  two  distinct  layers,  the  separation  may  be  accelerated  by 
adding  a  little  alcohol,  about  2  c.c.  at  a  time,  and  shaking  after 
each  addition,  which  usually  will  effect  a  complete  separation. 
The  upper  layer  contains  the  ethereal  solution  of  the  unaffected 
mineral  oil  and  the  lower  layer  contains  the  animal  or  vegetable 
oil  which  has  been  converted  into  water-soluble  soap  by  saponi- 
fication with  the  alcoholic  potash. 

Run  the  lower  layer  into  another  separatory  furmel  and 
wash  the  ethereal  solution  with  about  50  c.c.  of  cold  water, 
allowing  the  water  to  run  down  the  sides  of  the  funnel  while 
rotating  the  same;  allow  to  clear  and  then  run  the  wash  water 
into  the  second  funnel.  Add  dilute  sulphuric  acid,  containing 
about  5  c.c.  of  concentrated  acid,  to  the  soap  solution  in  the 
second  funnel,  to  liberate  the  fatty  acids.  Cool  in  running 
water  and  when  cold  add  75  c.c.  of  ether,  stopper  the  funnel  and 
shake  vigorously,  allow  to  separate  for  about  one-half  hour  pr 
until  clear,  and  then  run  off  the  lower  aqueous  layer,  which  is 
discarded. 

Wash  the  ethereal  solution  of  the  fatty  acids  with  about  50  c.c. 
of  cold  water,  allowing  the  water  to  run  down  the  sides  of  the 
funnel  while  rotating  the  same;  allow  to  clear,  run  off,  and  repeat 
the  washing  with  cold  water  until  the  wash  water  is  no  longer 
acid  to  blue  litmus  paper;  about  two  washings  will  suffice. 

Saponifiable  Oil. — Drain  off  the  wash  water  entirely  from  the 
ether  solution  of  the  fatty  acids,  and  then  run  the  ethereal  solu- 
tion into  a  weighed  150-c.c.  Erlenmeyer  flask  and  rinse  out  the 
funnel  with  a  small  amount  of  ether.  Cautiously  evaporate  off 
the  ether  and  then  heat  the  flask  for  one  hour  in  a  drying  oven 
at  a  temperature  of  100°  to  105°C.,  cool  and  weigh  as  saponifiable 
matter.  The  saponifiable  matter  in  this  case  consists  of  the 
hydrates  of  the  fatty  acids.  If  any  water  is  carried  over  into  the 
ether  solution,  it  may  be  removed  when  heating  the  residue,  by 
spreading  the  oil  in  a  thin  layer  over  the  interior  of  the  flask';  any 
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water  present  then  is  volatilized  more  easily  without  causing  the 
oil  to  spurt. 

Mineral  Oil. — Drain  off  the  wash  water  entirely  from  the 
ethereal  solution  of  the  mineral  oil  in  the  first  funnel,  and  then 
run  the  ethereal  solution  into  a  weighed  150-c.e.  Erlenmeyer 
flask  and  rinse  out  the  funnel  with  a  small  amount  of  ether. 
Proceed  with  the  evaporation,  heating,  etc.,  exactly  as  directed 
for  the  determination  of  the  saponifiable  oil,  finally  weighing  the 
product  as  mineral  oil. 

Method  B. — Determination  of  Total  Saponifiable  Matter  and 
Total  Fatty  Acids. 

Weigh  4  to  6  g.  of  the  oil  in  a  300-c.c.  Erlenmeyer  flask,  add 
50  c.c.  of  the  alcoholic  potash  solution  and  boil  the  mixture  under 
a  reflux  condenser  for  from  one  to  two  hours.  Disconnect  the 
apparatus,  boil  off  most  of  the  alcohol,  add  about  50  c.c.  of  hot 
water  to  the  residue,  agitate  and  transfer  to  a  500-c.c.  separatory 
funnel  and  wash  out  the  flask  with  small  successive  portions  of 
hot  water.  Add  dilute  sulphuric  acid,  containing  about  5  c.c. 
of  concentrated  acid,  to  the  ^solution  in  the  funnel  and  cool  in 
running  water;  when  cold,  add  75  c.c.  of  ether,  stopper  and  shake 
vigorously.  Allow  the  two  layers  to  separate  for  about  one-half 
hour  or  longer  if  necessary;  when  clear,  run  off  the  lower  aqueous 
layer  and  discard.  Wash  the  ethereal  solution  with  about  50 
c.c.  of  cold  water,  allowing  the  water  to  run  down  the  sides  of  the 
ifunnel  while  rotating  the  same,  being  careful  not  to  disturb  the 
ethereal  layer  too  much,  as  troublesome  emulsions  are  liable  to 
be  formed.  Allow  to  stand  until  clear,  run  off  the  wash  water, 
discard  and  repeat  the  washing  with  cold  water  until  the  wash 
water  is  free  from  acid  when  tested  with  blue  litmus  paper;  about 
two  washings  will  suffice.  Drain  the  ethereal  solution  into  the 
original  flask,  which  has  been  rinsed  with  a  little  alcohol  and 
allowed  to  drain,  and  wash  out  the  funnel  with  a  small  amount  of 
ether.  Cautiously  evaporate  the  solution  in  the  flask  until 
most  of  the  ether  has  been  driven  off. 

Neutralize  50  c.c.  of  alcohol  with  tenth-normal  alkali,  using 
20  drops  of  a  1  per  cent,  solution  of  phenolphthalein  as  an  indi- 
cator. Add  the  neutral  alcohol  to  the  contents  of  the  flask,  heat 
to  boiUng  and  titrate  with  the  tenth-normal  alkali  until  the  pink 
color  persists  after  vigorous  shaking.  The  flask  should  be  stop- 
pered and  shaken  vigorously  toward  the  end  of  the  titration. 

Total  Saponifiable  Matter. — Multiply   the   number  of  cubic 
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centimeters  of  tenth-normal  alkali  used  in  this  titration  by  0.028- 
773  and  divide  by  the  weight  of  the  sample  taken,  to  obtain  the 
total  saponifiable  matter  in  one  gram  of  the  oil. 

In  this  titration  it  is  assumed  that  one  gram  of  the  saponifiable 
matter  requires  195  milligrams  of  potassium  hydroxide  for  its 
saturation,  i.e.,  it  has  a  saponification  value  of  195.  One  cubic 
centimeter  of  tenth-normal  alkali  is  equivalent  to  0*0056108 
gram  of  potassium  hydroxide,  consequently — 

This  factor  is  accurate  for  most  of  the  oils  entering  into  this  class 
of  compounds;  exceptions  will  be  noted  later. 

Total  Fatty  Acids, — Multiply  the  number  of  cubic  centimeters 
of  tenth-normal  alkali  used  in  this  titration  by  0.0282  and  divide 
by  the  weight  of  the  sample  taken,  to  obtain  the  total  fatty 
acids  in  one  gram  to  the  oil. 

The  above  factor  is  based  on  the  assumption  that  the  fatty 
acids  exist  as  oleic  or  some  similar  acid,  which  is  a  vefy  close 
approximation   of  the   truth;  exceptions  will  be  noted   later. 

Determination  of  Free  Fatty  Acids, 

Weigh  5  to  10  g.  of  the  oil  in  a  300-c.c.  Erlenmeyer  flask 
Neutralize  50  c.c.  of  alcohol  with  tenth-normal  alkali,  using 
20  drops  of  phenolphthalein  as  an  indicator.  Add  the  neutral 
alcohol  to  the  contents  of  the  flask,  heat  to  boiling  and  titrate 
with  the  tenth-normal  alkali  until  the  pink  color  persists  after 
vigorous  shaking.  The  flask  should  be  stoppered  and  vigorously 
shaken  toward  the  end  of  the  titration. 

Free  Fatty  Acids. — Multiply  the  number  of  cubic  centimeters 
of  tenth-normal  alkali  used  in  this  titration  by  0.0282  and  divide 
by  the  weight  of  the  sample  taken,  to  obtain  the  free  fatty  acids, 
as  oleic  acid,  in  one  gram  of  the  oil. 

Determination  of  Soap,  Fatty  Acids  Combined  as  Soap,  Fatty 
Acids  Combined  as  Fat,  and  Neutral  Oil, 

Weigh  4  to  6  g.  of  the  oil  in  a  300-c.c.  Erlenmeyer  flask,  add 
about  50  CO.  of  hot  water,  agitate,  transfer  to  a  500-c.c.  separa- 
tory  funnel  and  wash  out  the  flask  with  small  successive  portions 
of  hot  water.  Add  dilute  sulphuric  acid,  containing  about  5  c.c. 
of  concentrated  acid,  to  the  solution  in  the  funnel  and  cool  in 
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running  water.  When  cold,  add  75  e.c.  of  ether,  stopper  the  fun- 
nel and  shake  vigorously.  Allow  the  two  layers  to  separate  for 
about  one-half  hour  or  longer  if  necessary;  when  clear,  run  off 
the  lower  aqueous  layer  and  discard.  Wash  the  ethereal  layer 
with  about  50  c.c.  of  cold  water,  allowing  the  water  to  run  down 
the  sides  of  the  funnel  while  rotating  the  same.  Allow  to  stand 
until  clear,  run  off  the  wash  water  and  repeat  the  washing  with 
cold  water  until  the  wash  water  is  no  longer  acid  when  tested  with 
blue  litmus  paper;  about  two  washings  will  suffice.  Run  the 
ethereal  solution  into  the  original  flask,  which  has  been  previously 
rinsed  with  a  little  alcohol  and  allowed  to  drain,  and  carefully 
evaporate  oflf  most  of  the  ether. 

Neutralize  50  c.c.  of  alcohol  with  tenth-normal  alkali,  using 
20  drops  of  phenolphthalein  as  an  indicator.  Add  the  neutral 
alcohol  to  the  contents  of  the  flask,  heat  to  boiling  and  titrate 
with  the  tenth-normal  alkali  until  the  pink  color  persists  after 
vigorous  shaking  of  the  stoppered  flask. 

Fatty  Acids  as  Soap. — Multiply  the  number  of  cubic  centi- 
meters of  tenth-normal  alkali  used  in  this  titration  by  0.0282 
and  divide  by  the  weight  of  the  sample  taken  and  call  the  result 
(a).  Subtract  from  this  result  the  free  fatty  acids,  per  gram  of 
oil,  as  found  in  a  previous  determination,  and  the  remainder  is 
the  fatty  acids  combined  as  soap  in  1  gram  of  the  oil. 

Soap, — Multiply  the  result  obtained  for  the  fatty  acids  com- 
bined as  soap  by  1.078;  the  product  is  the  sodium  soap  formed 
I)y  the  alkali  and  these  acids. 

Sodium  soap  (sodium  oleate),  mol.  weight. 

^^-1078 
282  ~ 

Fatty  acids  (oleic  acid),  mol.  weight. 

282  "  ^'^^^' 

If  a  potassium  soap  is  required,  substitute  the  factor  1.13 
in  the  above  calculation. 

Fatty  Acids  as  Fat. — Subtract  the  result  (a)  from  the  total 
fatty  acids  found  in  a  previous  determination,  to  obtain  the  fatty 
acids  combined  as  fat  in  1  gram  of  the  oil. 

Neutral  Fatty  Oil. — Subtract  the  result  (a)  from  the  total  saponi- 
fiable  matter  found  in  a  previous  determination,  to  obtain  the 
neutral  fatty  oil  in  1  gram  of  the  sample. 
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Notes. — All  the  determinations  in  the  foregoing  methods  of 
analysis  are  applicable  and  useful  in  the  examination  of  soluble 
cutting  oils,  but  as  straight  cutting  oils  obviously  do  not  contain 
soap  nor  fatty  acids  as  soap,  these  determinations  are  omitted. 
There  are  actually  only  three  determinations  in  Method  B,  the 
other  information  being  obtained  by  simple  calculations.  Much 
time  can  be  saved  if  all  the  titrations  are  performed  at  one  time 
and  several  oils  can  be  analyzed  successively,  leaving  the  titra- 
tions to  the  last.  The  end  point  in  these  titrations  is  usually 
very  sharp;  but  if  any  trouble  is  experienced  in  accurately  de- 
termining this  point  with  dark-colored  oils,  by  titrating  back  with 
tenth-normal  hydrochloric  acid  the  change  can  be  rendered  very 
distinct,  so  that  one  or  two  drops  of  either  standard  solution  will 
give  the  color  reaction.  It  is  advisable  to  follow  this  procedure 
in  all  the  titrations,  as  very  concordant  results  can  be  obtained 
and  over-titrations  avoided. 

As  Method  A  gravimetrically  determines  only  the  hydrates  of 
the  fatty  acids  that  exist  in  the  oil,  the  results  by  this  method  will 
be  a  trifle  low  for  oils  where  these  fatty  acids  were  originally 
present  as  neutral  fatty  oil,  due  to  the  loss  of  the  glycerol 
radicle.  This  loss  is  somewhat  compensated  for,  due  to  the 
fact  that  the  fatty  acids  are  weighed  as  hydrates  and  not  as 
anhydrides. 

In  Method  B  the  total  saponifiable  matter  is  based  on  the 
assumption  that  the  oil  has  a  saponification  value  of  195, 
which  is  correct  for  most  of  the  oils  entering  into  this  class  of 
compounds.  Sulphonated  oils,  however,  usually  contain  a  cas- 
tor oil  base,  which  has  a  saponification  value  of  about  184; 
consequently — 

0.0056108 


0.184 


=  0.0305. 


This  factor  would  be  the  proper  one  to  use  when  castor  oil  is 
required  and  0.02983  would  be  the  correct  factor  for  the  ricinoleic 
acid  of  this  oil. 

5.  The  Examination  of  Liquid  Petrolatum. — Two  grades  of 
liquid  petrolatum  (petrolatum  Uquidum;  liquid  paraffin;  medici- 
nal oil;  pharmaceutical  oil;  or  ''mineral  oil")  are  recognized  by 
the  ninth  revision  of  The  Pharmacopceia  of  the  United  States  of 
America  J  namely: 

Heavy  Liquid  Petrolatum. — Heavy  liquid  petrolatum  has  a 
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viscosity  of  not  less  than  3.1  when  determined  by  the  test  given 
below. 

Light  Liquid  Petrolatum. — ^Light  liquid  petrolatum  has  a 
viscosity  of  not  more  than  3  when  determined  by  the  test  given 
below  and  vaporizes  freely. 

Each  variety  conforms  to  the  following  description  and 
tests  :^ 

Specific  gravity  for  liquid  petrolatum,  0.828  to  0.905  at  25°C. 
A  colorless,  transparent,  oily  liquid,  free,  or  nearly  free,  from 
fluorescence,  odorless  and  tasteless  when  cold,  and  possessing  not 
more  than  a  faint  petroleum  odor  when  heated.  When  cooled 
to  10°C.,  liquid  petrolatum  does  not  become  more  than  opales- 
cent (solid  paraflSns).  Insoluble  in  water  or  ethyl  alcohol; 
soluble  in  ethyl  ether,  chloroform,  benzine,  or  in  fixed  or  volatile 
oils.  Camphor,  menthol,  thymol,  and  many  similar  substances 
are  dissolved  by  liquid  petrolatum.  Boil  10  mils^  of  liquid  petro- 
latum with  an  equal  volume  of  alcohol;  the  alcoholic  liquid  is 
not  acid  to  litmus  (acids).  Introduce  into  a  glass-stoppered 
cylinder,  which  has  been  rinsed  previously  with  sulphuric  acid,  5 
mils  of  liquid  petrolatum  and  5  mils  of  colorless  sulphuric  acid, 
heat  in  a  water-bath  during  ten  minutes,  shaking  well  at  intervals 
of  thirty  seconds;  the  oil  remains  unchanged  in  color  and  the 
acid  does  not  become  darker  than  pale  amber  (carbonizable 
impurities).  Prepare  a  clear,  colorless  saturated  solution  of 
lead  oxide  in  an  aqueous  solution  of  sodium  hydroxide  (1  in  5), 
and  mix  2  drops  of  this  solution  with  4  mils  of  liquid  petrolatum 
and  2  mils  of  dehydrated  ethyl  alcohol;  the  mixture  does  not 
darken  after  heating  for  ten  minutes  at  70°C.  and  cooling  (sul- 
phur compounds). 

Viscosity. — Make  a  permanent  mark  about  2  cm.  below  the 
bulb  of  a  50  mil  pipette  of  the  usual  type  and  note  the  time,  in 
seconds,  required  at  25°C.  for  the  level  of  distilled  water  to  fall 
from  the  upper  to  the  lower  mark  as  the  liquid  flows  from  the 
pipette.  The  time  should  not  be  less  than  twenty-five  seconds 
nor  more  than  thirty  seconds  for  the  pipette  selected.  Draw  the 
liquid  petrolatum  to  be  tested  into  this  pipette,  which  should  be 

1  For  a  general  account  of  the  preparation  and  properties  of  liquid  petrol- 
atum and  its  uses  in  medicine,  see  Bacon  and  Hamor,  lib.  city  2, 634  and  898. 

*  A  ''mil,"  or  milliliter,  is  the  thousandth  part  of  a  liter.  It  is  but  slightly 
different  from  a  cubic  centimeter,  for  one  liter  is  equivalent  to  1.000027 
cubic  decimeters. 
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clean  and  dry,  and  note  the  time,  in  seconds,  required  at  25®C. 
for  its  level  to  fall  from  the  same  upper  to  the  lower  mark  as 
used  for  the  water.  Divide  the  number  of  seconds  thus  noted 
by  the  number  of  seconds  required  for  water  to  fall  from  the 
upper  to  the  lower  mark,  as  above  determined.  The  quotient 
indicates  the  viscosity.     Distilled  water  at  25**C.  is  taken  as  1. 

6.  The  Examination  of  Petrolatum.— Petrolatum  (petroleum 
jelly  or  soft  petroleum  ointment)  is  marketed  in  three  grades: 
amber  (crude,  technical  or  veterinary  petrolatum),  light  yellow, 
and  white  (petrolatum  album  or  white  petroleum  jelly)  or  de- 
colorized.^ It  is  used  widely  in  medicine  as  an  emollient  and 
ointment-base,  and  accordingly  the  pharmacopoeial  standards 
are  presented  herewith. 

Petrolatum.* — A  purified  mixture  of  semi-solid  hydrocarbons, 
obtained  from  petroleum.  Petrolatum  is  an  unctuous  mass, 
varying  in  color  from  yellowish  to  light  amber,  having  not  more 
than  a  slight  fluorescence,  even  after  being  melted;  it  is  trans- 
parent in  thin  layers;  completely  amorphous;  free  or  nearly  free 
from  odor  or  taste.  Petrolatum  is  insoluble  in  water;  almost 
insoluble  in  cold  or  hot  ethyl  alcohol,  or  in  cold  dehydrated  ethyl 
alcohol;  freely  soluble  in  ethyl  ether,  chloroform,  carbon  di- 
sulphide,  turpentine,  benzine,  benzene,  or  in  most  fixed  or  vola- 
tile oils.  Specific  gravity,  0.820  to  0.865  at  60^C.  It  melts 
between  38°  and  54°C. 

Heat  about  2  g.  of  petrolatum  in  an  open  porcelain  or  platinum 
dish,  over  a  bunsen  flame;  it  volatilizes  without  emitting  an 
acid  odor,  and  on  incineration  not  more  than  0.05  per  cent,  of 
ash  remains.  Shake  melted  petrolatum  with  an  equal  volume 
of  hot  distilled  water;  the  latter  remains  neutral  to  litmus  (acids 
or  alkalies).  Digest  10  g.  of  sodium  hydroxide  and  60  mils  of 
distilled  water,  then  separate  the  aqueous  layer  and  supersatur- 
ate it  with  sulphuric  acid;  no  oily  or  solid  substance  separates 
(fixed  oils,  fats,  or  rosin). 

Petrolatum  Album. — White  petrolatum  is  a  white  or  faintly 
yellowish  unctuous  mass,  transparent  in  thin  layers,  even  after 
cooling  to  0°C.;  it  is  completely  amorphous.  In  other  respects 
white  petrolatum  has  the  characteristics  of  and  responds  to  the 
tests  for  identity  and  purity  under  petrolatum  (supra). 

^  On  the  chemistry  of  petrolatum,  see  Bacon  and  Hamor,  lib.  ciL,  8, 
631-643. 

2  "The  Pharmacopoeia  of  the  United  States  of  America,"  9th  rev.,  313. 
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7.  The  Examination  of  Paraffin  Wax. — Paraffin,'  in  its  refined 
condition,  is  a  white,*  waxy,  inodorous,  tasteless  substance, 
harder  tlian  tallow,  softer  than  vegetable  wax,  with  a  specific 
gravity  of  0.890.  Its  melting-point  is  variable,  depending  some- 
what upon  its  origin;  it  ranges  between  43°  and  eS^C.  (109°  and 


Pia.  69. — The  Saybolt  improved  uppatatus  for  the  dotermiiiatioD  of  the  melting 
point  of  parafliD  wai. 
The  melted  wax  is  poured  into  the  met&l  box.  and  when  the  latter  ia  three- 
fourtha  filled  the  thermometer  U  adjusted  so  that  the  bulb  is  well  (covered  by  the 
wax.  The  ear  then  is  moved  back  and  forth  until  a  point  is  reached  when  the 
meroury  oolumn  ramaiiut  stationary  for  about  one  minute.  This  temperature 
raprasente  the  melting-point  of  the  wax. 

151°F.),  but  usually  the  refined  paraffin  wax  of  commerce  is  of 
two  melting  points,  viz.,  118°-120''F.  and  126''-128''F. 

'  On  thetechnologyuf  paraffin,  sec  Bacon  and  Hamor,  lib.  cif.,  S,  478,  48^, 
753  and  894. 

'  In  the  course  of  its  maaufacturc  paraffin  wax  generally  ia  examined  in 
the  liquid  condition  for  color,  and  this  may  be  done  conveniently  by  heating 
the  cell  of  a  Lovibond  tintometer,  filling  it  with  hot  wax.  and  examining  it 
before  it  begins  to  solidify.  Liquid  wax  showing  0.74  yellow  (or  less)  in  an 
18-in.  stratum  will  be  of  satisfactory  color  when  solid.  On  the  determina- 
tion of  the  »trvetwe  of  paraffin  wax,  see  Mapbs,  Scimee,  U  <1(KHQ.  3" 
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The  Determination  op  Melting-Point.  —For  the  deter- 
mination of  the  melting-point  of  wax  the  following  method  gener- 
ally is  employed  in  the  British  oil  trade:  A  test-tube  about  1  in. 
in  diameter  is  filled  to  the  depth  of  about  2  in.  with  the  melted 
paraffin,  a  small  thermometer  is  inserted,  and  the  whole  steadily 

stirred,  while  the  test-tube  and  its  contents  are 
allowed  to  cool  slowly.  The  temperature  at  whi .  h 
the  thermometer  remains  stationary  for  a  short 
time  is  the  melting  (setting)  point.  Fig.  69  illus- 
trates apparatus  for  the  application  of  a  method 
which  is  an  extension  of  the  British  method. 
The  American  method  is  carried  out  as  follows: 
Apparatus, — Hemispherical  dish,  3^  in.  in  diam- 
eter; bunsen  burner;  and  wax-testing  thermometer. 
Procedure. — The  dish  is  filled  ^  full  of  the 
melted  paraffin.  The  thermometer  is  suspended 
in  the  center  of  the  dish  with  the  bulb  ^  immersed. 
The  melted  paraflSn  is  allowed  to  cool  until  a  film 
extends  from  the  sides  of  the  vessel  to  the  ther- 
mometer. The  temperature  then  is  read  and  re- 
corded as  the  melting-point.^ 

The  Determination  of  Oil  and  Water.* 
ApparatMS.- — Moore  standard  wax-testing  press 
(see  Fig.  71);  four  circular  betters,  SJ^^  in.  in 
diameter;  two  circular  pieces  of  fine  linen  cloth, 
53'^  in.  in  diameter;  and  an  analytical  balance. 

Procedure. — Pulverize  some  of  the  wax  and  weigh 
out  about  32  g.  Place  two  blotters  and  then  one 
piece  of  linen  in  the  bottom  of  the  cup  and  care- 
fully spread  the  paraffin  on  the  latter.  Cover  the 
The°  "Ta  ~  paraffin  with  the  other  piece  of  linen,  followed  by 
melting  -  point  the  remaining  blotters.  Finally  insert  the  plunger 
aS^^  wax  ^^^'   ^^^  apply  the  maximum  pressure  for  5  minutes. 

For  accurate  results,  the  paraffin  should  be  kept  at 
a  temperature  of  60°F.  The  percentage  of  oil  and  water  is 
found  by  weighing  the  wax  after  the  test  or  by  ascertaining  the 
increase  in  weight  of  the  blotters. 

'  In  some  laboratories  it  is  the  practice  to  determine  the  melting-point  by 
the  British  method  and  to  add  3°F.  to  that  value. 

'  For  an  account  of  the  development  of  wax-testing  presses,  see  Bacon 
and  Hamor,  lib.  cit.^  2,  766.  The  same  authors  describe  an  experimental 
wax-press,  ibid.,  758. 
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Other  ''Mineral  Waxes." — It  may  be  noted  in  passing  that 
paraffin  from  petroleum  may  be  distinguished  from  para£Bji  from 
shale-oil,  brown-coal  tar,  etc.,  by  a  method  devised  by  Marcusson 
and  Meyerheim.^     Ozocerite   (ozokerite,  "native  paraffin,"   or 
"mineral  tallow"),*  which  occurs  in  a  commeroially  important 
deposit  in  Wasatch  County,  Utah,'  is  tested  for  .cerosin-3rield 
according  to  the  procedure  of  Lach  and  von  Boyen.*    Montai^ 
wax,  which  is  found  in  German  brown  coal  in  amoiints  varyii^E 
from  1  to  27  per  cent.,  has  been  described  at  leiigth  by  Meyer- 
heim.* 

»  Z.  arigew,  Chem.,  23  (1910),  1057.  . 

*  Christmatitc,  hatchcttitc,  helenitc,  urpethite,  and  sietrisikite  are  hyd^-o- 
carbon  minerals  near  ozocerite. 

» Met.  Chem.  Eng.,  16  (1917),  246.  For  a  bibliography  of  OEOcerite,  ^ee 
Gosling,  School  of  Mines  Quart,  16  (1894),  41. 

*  Z.  angew.  Chem.,  11  (1898),  383;  and  Holdb-Mueller's  "Examina^m  ^n 
of  Hydrocarbon  Oils,"  1915,  243.  On  the  examination  of  ceresin,  see  Ul-:^^»» 
and  SoMMER,  Chem.-Ztg.,  30  (1906),  142;  and  Marcusson  and  SchlO'JL'  -»^Ri 
ibid.,  31  (1907),  348. 

SHfenfabr.,  39  (1919),  365  and  394. 


CHAPTER  VII 
THE  SAMPLING  OF  PETROLEUM  OILS^ 

The  sampling  of  oil  or  of  any  other  commodity  for  the  purpose 
of  testing  or  analysis  is  a  matter  of  the  utmost  importance.  In 
fact,  it  is  just  as  essential  to  obtain  a  sample  which  represents 
the  bulk  of  the  product  from  which  it  is  taken,  as  it  is  to  make  an 
accurate  analysis  of  the  product;  and  probably  as  much  confu- 
sion and  controversy  have  been  occasioned  by  samples  which 
are  not  representative  as  by  the  use  of  improper  technic  and 
unreliable  methods  in  testing. 

In  taking  samples  of  oil,  which  are  to  represent  an  average  of 
that  contained  in  a  tank  or  other  receptacle,^  it  must  be  re- 
membered that,  at  times,  a  stratification  of  oils  of  different  gravi- 
ties and  other  properties  may  obtain.  This  is  true  in  cases 
where  several  oils  have  been  pumped  into  a  tank  for  blending 
purposes,  and  have  not  been  mixed  properly  by  agitation, 
especially  if  the  oils  are  of  different  densities  or  are  very  viscous. 
Oil  of  heavier  gravity  will,  of  course,  lie  nearer  the  bottom  than 
oil  of  lighter  gravity;  but  other  tests,  such  as  boiling-point,  cold 
test,  viscosity,  etc.,  may  vary  at  different  levels.  If  convenient, 
it  is  always  advisable  to  agitate  the  oil  with  air  or  other  means 
before  sampling. 

SAMPLING  FROM  TANKS 

The  most  practical  method  for  taking  samples  from  tanks  is  to 
obtain  them  directly  in  the  bottles  from  which  they  are  to  be 
tested.  This  may  be  done  by  using  a  weight  heavy  enough  to 
sink  a  pint  or  a  quart  bottle  attached  to  a  cord  sufficiently  long 
to  reach  to  the  bottom  of  the  tank.  The  cord  is  so  attached  to 
the  bottle  to  keep  it  in  an  upright  position;  this  can  be  done  by 
half-hitches. 

*  Contributed  by  W.  E.  Espy,  Cosden  and  Company,  Tulsa,  Okla. 

*  The  methods  of  sampling  fatty  oils,  recommended  by  the  committee  on 
the  analysis  of  commercial  fats  and  oils  of  the  American  Chemical  Society, 
are  of  suggestive  aid  to  the  petroleum  chemist  (see  J.  Ind.  Eng.  Chem.j  11 
(1919),  1161). 
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To  take  an  average  sample,  the  bottle  is  lowered  into  the  oil 
until  it  reaches  the  bottom;  thus  the  oil  will  flow  into  the  bottle 
while  descending,  taking  a  portion  of  the  sample  at  every  level. 
When  the  bottom  is  reached,  the  bottle  is  drawn  back  to  the  top, 
keeping  it  in  steady  motion,  in  order  to  obtain  as  near  an  average 
sample  as  possible.  The  operation  is  repeated  until  the  bottle 
is  filled  completely.  The  rapidity  of  raising  and  lowering  will 
depend  on  the  depth  of  the  oil  sampled,  a  greater  depth  necessi- 
tating greater  speed  in  order  to  cover  the  whole  distance. 

If  necessary,  samples  may  be  taken  at  any  desired  depth  by 
attaching  another  string  to  a  cork  fitted  loosely  in  the  mouth  of 
the  bottle.  The  bottle  is  lowered  to  the  point  at  which  the  sample 
is  to  be  taken  and  the  cork  then  is  removed  by  a  sharp  pull  on 
the  string.  Samples  also  may  be  taken  at  different  depths  by 
means  of  an  **  oil  thief  (see  page  181) ;  and  tanks  may  be  equipped 
with  sample  cocks  at  spaced  intervals  up  their  sides,  for  drawing 
samples  at  diflfercnt  levels. 

SAMPLING  FROM  CARS 

In  sampling  cars  it  is  well  to  take  a  sample  from  the  bottom,  to 
detect  the  presence  of  water  or  sediment.  When  cars  are  being 
loaded  for  shipment,  four-ounce  samples  from  the  car  bottoms 
and  an  average  sample  from  each  car  should  be  retained  for  future 
reference  in  case  of  controversy.  All  retained  samples  should  be 
filed  in  the  order  of  the  dates  of  shipment. 

An  average  pint  or  quart  sample  from  each  car,  properly 
labeled  or  tagged,  is  sent  to  the  laboratory  for  examination.  In 
case  a  number  of  cars  are  loaded  at  one  time  with  the  same  prod* 
uct,  it  usually  is  sufficient  to  determine  gravity  and  color  on 
each  car  and  make  an  average  sample  of  all  the  cars  by  mixing  an 
aliquot  portion  of  each  for  any  other  necessary  tests.  Any 
variation  of  gravity  or  color  indicates  the  desirability  of  further 
tests  being  made  on  that  particular  sample. 

Samples  also  may  be  taken  while  loading  cars  by  removing  an 
aliquot  portion  of  the  oil  flowing  into  the  car  at  spaced  intervals 
of  time.  These  samples  may  be  mixed  in  a  large  container,  from 
which  is  taken  the  sample  to  be  tested.  When  a  large  number  of 
cars  are  being  loadedi  a  sample  from  the  pump,  or  stream  to  the 
oarsi  should  occasionaUy  be  tested  to  check  the  tank  sample  and 
A*^^  sore  that  the  product  conforms  with  the  specifications. 


SAMPLING  OF  PBTHOLEVM  OILS 
WATER  AND  B.S. 
The  detection  of  water  in  the  liottoms  of  tanks  or  of  cars  c 
?xe  utod  by  several  procedures. 


The  "oil  thief"  constilutea  the  basis  of  a  method  which  is 
uged  probably  more  than  any  other.  The  construction  of  this 
instrument  is  that  it  is  equipped  with  a  valvcat  the  bottom  which 
I  opened  or  closed  Ijy  means  of  a  string,  while  the  top  is  open ;  a 
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tape-line  is  attached  to  the  "thief,"  by  means  of  which  it  is 
lowered  into  the  oil  to  the  bottom  of  the  tank;  and  the  valve  is 
opened  and  allows  any  water  to  flow  into  the  receiving  chamber 
to  whatever  level  it  may  be.     The  "thief"  then  is  drawn  up  for 
examination.     If  the  instrument  is  filled  with  water,  it  is  lowered 
again  to  the  bottom  and  then  drawn   up  to  the  next  leveV 
as  indicated  by  the  tape  measurement.     When  the  water  leveV 
is  found,  the  exact  amount  will  be  shown  on  the  glass  at  the  sicS^^ 
of  the  " thief. ^"    Figs.  73,  74  and  75  show  types  of  "oU  thieves^' 
which  now  are  in  use. 

Another  instrument  for  indicating  the  depth  of  water  is  illu^^^ 
trated  in  Fig.  76.     This  is  a  square  metal  tube,  approximatel 
12  in.  long  and  1  in.  wide,  with  a  groove  running  the  full  length  t 
hold  a  strip  of  sensitized  paper.     The  paper  is  yellow  in  col< 
and  is  changed  to  white  when  it  comes  in  contact  with  watei 
giving  a  well-defined  line  between  the  oil  and  the  water.     Anothe. 
method  consists  in  coating  the  surface  of  a  steel  tape  or  gage- 
pole  with  chalk;  a  distinct  Hne  of  demarcation  is  shown  where^ 
the  chalk  is  moistened  with  water. 

It  is  rather  difficult  to  determine  the  amount  of  water  and  B.S.- 
in  tanks  containing  fuel  oil,  since  portions  of  the  oil  and  water:*-  -' 
are  emulsified,  and  there  is  no  defined  line  of  separation  between^- -^ 
the  oil  and  the  water.  To  determine  the  amount  of  water  in  a 
tank,  samples  are  taken  at  each  foot  above  the  bottom  until  the 
water  level  is  passed.  The  emulsified  samples  then  are  tested 
for  water  by  means  of  a  centrifuge  or  by  other  suitable  procedure.' 

If  a  sample  is  worth  taking,  it  should  be  taken  properly,  and 
too  much  stress  cannot  be  laid  on  this  point. 

^  In  addition  to  operating  as  described  above,  this  thief  is  equipped  with 
a  rod  extending  below  it,  so  that  the  sample  is  taken  automatically  at  any 
height  from  the  bottom  up  to  3  feet.  Above  this,  the  valve  is  operated 
with  a  line.  On  the  thieving  of  petroleum  oils,  see  Elliott,  OU  and  Gas  J., 
18  (1920),  No.  51,  66. 

*  See  page  4. 


CHAPTER  VIII 
THE  EVALUATION  OF  OIL-SHALE^ 

The  value  of  an  oil-shale  or  bituminous  shale^  does  not  depend 
entirely  upon  the  yield  of  crude  oil  by.  destructive  distillation — 
that  is,  upon  the  content  of  kerogen,'  or  oil-forming  bitiuninous 
matter.  Of  prime  importance  are  the  quality  and  refinability  of 
the  crude;  hence  the  nature  of  the  kerogenous  substance  and  the 
method  of  distillation  which  is  employed,  are  factors  which 
largely  determine  commercial  value.  Since  the  yield  of  ammonia 
from  distillation  is  of  importance,  attention  must  be  given  to  the 
percentage  of  nitrogen  in  the  oil-shale. 

The  productive  value  of  an  oil-shale  property  therefore  is  de- 
pendent upon  the  following  considerations: 

1.  The  demonstrated  yields  of  crude  oil  and  ammonium 
sulphate;  that  is,  the  kerogen  and  nitrogen  contents  of  each  bed 
of  oil-shale.  This  may  be  expressed  as  the  capacity  per  unit 
volume  of  the  property,  but,  better,  the  average  per  seam. 
Capacity  determination  can  be  based  only  upon  representative 
samples  of  certain  sources,  so  selected  as  to  demonstrate  the 
variation  and  continuity  in  the  case  of  every  bed  on  the  property 
under  investigation. 

2.  The  quality  or  refining  value  of  the  crude  oil.  For  the 
assurance  of  successful  large-scale  operation,  a  retorting  process 
must  be  used  which  will  give  good  yields  of  economically  refinable 
crude-oil  and,  wherever  commercially  possible,  of  ammonia. 
American  oil-shales  are  comparatively  high  in   characteristic 

*  For  a  general  descriptive  account  of  oil-shale  and  the  shale-oil  industry, 
see  Bacon  and  Hamor,  lib.  ciL,  2,  807-45;  and  Gavin,  Hill  and  Perdew, 
"Notes  on  the  Oil-Shale  Industry,"  Bureau  of  Mines,  1919. 

*  Reference  is  not  had  here  to  oil-bearing  or  petroliferous  shale,  from  which 
crude  petroleum  may  be  obtained  by  mechanical  means  or  by  extraction 
with  a  solvent. 

*  On  the  nature  of  kerogen,  see  Greene's  "A  Treatise  on  British  Mineral 
Oil,"  1919,  3  et  seq. 
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kerogens,  but  in  the  Western  States  they  are  generally  low  in 
nitrogen-content;  while  in  the  eastern  Canadian  provinces  the 
oil-shale  is  highly  nitrogenous,  although  it  3rields  an  oil  which  is 
commercially  inferior  to  the  Scottish. 

3.  The  quantity  of  usable  oilnshale  in  sight.    The  supply  o{ 
oil-shale  may  be  extensive  and,  in  fact,  practically  inexhaustible*, 
but,  prior  to  actually  beginning  operations,  a  shale-oil  compao2f 
should  be  able  to  claim,  say,  50  years'  supply  of  oil-shale  afford- 
ihg  a  minimum  net  profit  of  about  $1.00  per  ton  retorted,  assur:v^' 
ing  a  throughput  of,  say,  1,000  tons  per  day.    The  proper^^J 
should  contain  large  (especially  thick)  and  accessible  seams  ^^^ 
oil-shale  of  uniformly  high  kerogen  and  nitrogen  contents.^ 

4.  Favorableness  of  the  location  of  the  oil-shale  field  wi 
respect  to  shipment  of  products  to  the  markets.'  It  may 
noted  here  that,  if  physical  and  economic  conditions  permit,  tb  -J^^ 
plant  should  be  located  in  the  center  of  the  field  und^^®^ 
development. 

The  chief  factors  to  be  considered  in  choosing  a  site  for  a  shall— ^^ 
plant  are  as  follows:  quality  and  quantity  of  shale,  proximity  t^^^  ^ 
shale  beds,  mining  conditions  of  shale  deposit,  water  supply,  -yi 
facilities  for  disposing  of  spent  shale,  transportation  faciliti^^^c^ 
for  the  products,  labor  supply,  labor  housing,  and  market  con 
tions.  Of  these,  transportation  must  be  given  serious  consider 
tion ;  provision  must  be  made  for  bringing  in  the  machinery  a 
equipment,  some  of  which  is  very  cumbersome,  and  for  removi 
the  crude  shale-oil  or  the  refined  products  to  the  market; 
plentiful  supply  of  water  is  absolutely  necessary;  and  if  possib^-J'l^ 
the  plant  should  be  situated  so  that  the  spent  shale  can  be  remove  ^^ed 
easily  by  gravity. 

^  For  an  economic  consideration  of  oilnshale,  see  Bacon  and  Hamob,  ^  *'* 

Soc.  Chem,  hid.,  38  (1919),  161. 

^  The  difficulties  that  are  likely  to  be  encountered  in  marketing 
products   must    be   given   attention.     The   petroleum   industiy  of 
country,  established  for  many  years,  has  developed  an  extensive  and  effici< 
system  of  marketing  its  products.     Before  shale-oil  products  can  become 
commercial  importance  it  may  be  necessary  to  carry  on  a  campaign 
education  in  order  to  convince  the  public  that  such  products  can  be 
with  the  same  degree  of  satisfaction  as  those  obtained  from  petroleuz:-^*™' 
The  marketer  of  petroleum  products  has  a  distinct  advantage  through  U^9^^ 
largest  oil  refineries  being  located  either  on  the  seaboard  or  near  the  marie*    — ^ 
ing  centers,  whereas  it  seems  that  the  shale-oil  refineries  will  be  locstn^^ 
largely  in  the  Rocky  Moiuntan  region. 
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THE  PRELIIONARY  EXAMINATION  OF  OIL-SHALE 

Methods  Used  in  Scotland 

Crude  OH. — The  tubes  employed  for  the  determination  of  the 
yield  of  crude  oil  from  a  given  sample,  are  made  of  2-in.  malleable- 
iron  tubing,  having  a  length  of  6  ft.  and  being  closed  perfectly  by 
a  cap  at  one  end.  The  method  of  procedure  is  as  follows:  A 
fair  and  average  sample  of  1  lb.  of  the  shale  in  pieces  about  J^^  in. 
square,  and  not  exceeding  about  J'^  in.  in  thickness  at  any  part, 
is  put  into  the  tube,  which  then  is  inserted  in  a  furnace  for  about 
a  foot  of  its  length,  inclined  at  a  suitable  angle,  and  heated  very 
gradually  to  a  red  heat.  No  condenser  is  used  in  making  these 
tests,  so  that  some  of  the  naphtha  is  lost,  but,  by  controlling 
the  heat  properly,^  the  conditions  of  destructive  distillation  are 
identical  with  those  occurring  in  a  retort  of  the  Pumpherston 
type.  In  fact,  these  tubes  were  designed  with  that  idea  in  view, 
and  have  been  used  extensively  in  Scotland  for  experimental 
purposes. 

Ammonium  Sulphate. — The  method  used  for  the  determination 
of  the  yield  of  ammonium  sulphate  obtainable  from  a  sample  of 
shale  is  known  as  the  Bailey  method  and  is  employed  in  the 
laboratories  of  all  crude-oil  works  where  Pumpherston  retorts 
are  used.  It  is  essentially  as  follows:  Thirty  grams  of  the  shale 
in  small  pieces  are  heated  in  a  malleable-iron  tube  to  bright  red- 
ness in  the  presence  of  a  current  of  steam  for  \y^  hours,  the  gases 
resulting  being  led  into  a  flask  containing  2N  sulphuric  acid.  In 
this  solution  the  ammonia  is  determined  as  nitrogen  in  a  nitrom- 
eter and  the  yield  of  ammonium  sulphate  is  calculated  thereby. 

*  The  portion  of  the  tube  which  is  within  the  furnace  and  which  is  occu- 
pied by  the  shale  is  gradually  and  increasingly  heated  during  a  period  of 
six  hours,  and  is  finally  at  a  bright  red  heat.  At  the  end  of  the  distillation 
no  fumes  should  be  visible  on  looking  up  the  inclined  tube  and  the  shale 
itself  should  be  distinctly  and  sharply  seen  lying  in  the  tube.  At  no  stage 
of  the  heating  should  yellow  or  brown  vapors  issue  from  the  mouth  of  the 
tube,  but  towards  the  end  a  bluish  gas  may  be  evolved.  When  the  dis- 
tillation is  complete,  the  tube  gradually  is  heated  downwards  (by  a  gas 
flame)  so  as  to  melt  the  oil  which  has  set  in  the  colder  part  of  the  tube  (act- 
ing as  a  condenser)  and  the  oil  is  allowed  to  drain  away  into  the  receiver, 
iKrhich  then  is  covered  and  carefully  put  aside  for  examination. 

The  crude  oil  obtained  is  separated  later  from  the  water  which  accom- 
panies it  during  the  distillation  of  the  shale;  it  then  is  measured  and  its 
specific  gravity  is  determined  as  described  on  page  2.  The  yield  is  reported 
in  U.  8.  gallons  per  short  ton. 
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The  apparatus  consists  of  a  l-io.  malleable-iron  tube,  of  ^ 
in.  internal  diameter,  and  28  in.  in  length.  Into  one  end  is 
fitted  a  cork,  through  which  passes  a  short  brass  tube  with  a 
stop-cock,  the  outer  end  of  which  is  connected  with  the  steam 
Bupply.  Pieces  of  previously  ignited  fire-brick,  about  5  mm.  in 
diameter,  are  dropped  into  the  iron  tube  so  as  to  occupy  about 
8  in.  of  the  tube  next  to  the  stop-cock.  Then  30  g.  of  the  shale, 
in  pieces  about  3  mm.  in  diameter,  are  placed  in  the  iron  tube 
and  the  tube  is  put  in  a  combustion  furnace,  with  the  portion 
containing  the  shale  well  in  the  center  of  the  furnace,  so  that  it 
may  be  heated  readily  to  a  bright  red  beat.  Into  the  open  end 
of  the  tube  next  to  the  shale  is  fitted  a  cork,  through  which  a 


glafis  delivery  tube  passes  through  a  cork  into  a  liter  Erlenmeyer 
flask,  the  exit  tube  of  which  passes  to  a  200-c.c.  flask,  which  acts 
as  a  trap  for  receiving  any  hquid  which  may  be  carried  over  from 
the  larger  flask;  100  c.c.  of  2N  acid  are  introduced  into  the  larger 
flask  before  it  is  connected  with  the  iron  tube. 

To  start  the  operation,  the  furnace  is  lighted,  and  the  iron  tube 
is  brought  as  rapidly  as  possible  to  bright  redness,  the  time  to 
attain  this  being  noted  (it  should  not  exceed  5  or  6  minutes). 
As  soon  as  vapors  begin  to  show  in  the  glass  tube,  the  stop-cock 
ia  opened  cautiously  and  a  regulated  and  moderate  current  of 
steam  is  allowed  to  pass  through  the  tube.  The  proportion  of 
steam  should  be  .such  that,  after  Ij^  hours  heating  to  bright 
redness,  about  GOO  c.c.  of  liquid  are  contained  in  the  larger  flask. 
During  tht^  operation,  the  large  flaak  should  be  immersed  partly 
in  cold  watiT  in  a  porcelain  basin,  in  which  the  water  is  fre- 
quently rephiced  by  fresh  cold  water;  and  the  ends  of  the  iron 
tube  should  be  kept  cold  by  wet  lint  or  cloth  wrapped  around 
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them  and  kept  moist,  in  order  to  prevent  charring  of  the  corks. 
After  1)^  hours,  the  apparatus  is  disconnected,  care  being  taken 
that  neither  then  nor  at  any  other  time  does  any  of  the  hquid  in 
the  flask  go  back  into  the  tube,  owing  to  reduction  in  pressure, 
and  the  flasks  are  rinsed  out.  The  filtered  Uquid  is  made  up  to 
a  volume  of  one  Uter  and  then  thoroughly  mixed  by  shaking. 
A  measured  portion,  say  250  c.c,  of  this  hquid  then  is  evaporated 
in  a  porcelain  dish  on  a  water-bath  until  its  volume  is  reduced  to 
about  5  or  6  c.c,  and  this  residue  is  rinsed  into  the  cup  of  a  nitrom- 
eter,' taking  precaution  that  all  the  ammonia  salts  are  trans- 
ferred to  the  cup.  Excess  of  sodium  hypobromite  is  added, 
the  nitrometer  is  shaken,  and  the  volume  of  nitrogen,  temperature 
and  pressure  are  read  off  with  all  the  necessary  corrections,  from 
which  data  the  total  volume  of  nitrogen  from  the  30  g.  of  shale 
is  calculated.  One  c.c.  of  nitrogen  at  n.t.p.  is  equivalent  to  0.001- 
562  g.  of  ammonia,  from  which  the  yield  of  ammonium  sulphate 
per  ton  may  be  calculated.^  Determinations  by  this  method 
approximately  equal  the  yields  obtained  by  retorting  the  shale 
in  a  Pumpherston  retort,  the  most  satisfactory  dual-purpose 
retort  in  industrial  use. 

Alternate  Method. — At  one  shale-oil  plant  in  Scotland,  the 
yield  of  ammonium  sulphate  has  been  determined  in  the  labora- 
tory by  collecting  the  Uquid  obtained  along  with  the  crude  oil 
in  a  tube  test,  estimating  the  amoimt  of  ammonia  in  this,  and 
multipl3ring  by  a  factor,  calculated  from  the  yield  of  ammonia 
by  a  similar  shale  in  a  works  retort.  This  method  of  estimation 
lacks  the  nicety  of  the  Bailey  method,  but  is  found  to  be  sufl5- 
ciently  accurate  for  some  purposes.    . 

APPARATUS  FOR  FIELD  DISTILLATION 

The  portable  distiUing  apparatus  used  by  the  United  States 
Geological  Survey  in  its  field  investigations  in  Northwestern  Colo- 

^  The  nitrometer  is  employed  in  determining  the  amount  of  ammonia 
absorbed  by  the  sulphuric  acid,  since  various  basic  substances  distil  over 
which  would  render  a  determination  by  titration  inaccurate. 

>  Calculation : 

Example. — 30  g.  of  shale. 

Liquid  made  up  to  1000  c.c. 

250  c.c.  in  nitrometer  gave  24.67  c.c.  of  nitrogen  at  N.T.P. 

Then  24.67  X  4  =  98.68  c.c.  of  nitrogen  from  30  g.  of  shale,  and  98.68  X 
factor  0.4524  =  44.64  lb.  of  pure  ammonium  sulphate  per  long  ton.  And 
44.64  X  factor  1.03  =  45.98  lb.  of  commercial  ammonium  sulphate  (con- 
taining 25  per  cent,  of  ammonia)  per  long  ton. 
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rado  and  adjacent  areas,  is  applicable  for  the  conduct  of  labora- 
tory assays,  although  the  Scotch  methods  are  more  satisfactory 
for  work  other  than  in  the  field. ^  The  Geological  Survey 
apparatus  consists  of  the  following  essential  parts: 

Two  gasoline  blast  lamps  (Bart hers). 

One  iron  mercury  retort  (one-half  pint),  with  delivery  tubes. 

One  brass  condenser. 

Two  ring  stands. 

One  3J^-in.  ring. 

One  large  condenser  clamp. 

One  receiver  for  condensed  liquids  (50  c.c.  glass  graduate). 

One  ammonia  scrubber  (8-ounce  bottle  filled  with  glass  beads). 

Two  pairs  of  combination  pliers. 

One  postal  balance. 

Six  ft.  of  rubber  tubing. 

Glass  tube  for  connecting  condenser,  receiver  and  ammonia  scrubber. 

One  glass  separatory  funnel. 

Because  of  its  simplicity  and  because  its  flame  can  be  adjusted 
to  any  desired  angle  or  length,  the  Barthel  blast  lamp  was  chosen 
to  furnish  heat  for  the  still  or  retort.     This  lamp  consists  of  a 
small  spherical  gasoline  tank  with  burner,  mounted  on  an  iron 
base  in  such  a  way  that  the  burner  may  be  turned  to  any  angle. 
To  manipulate  the  burner,  the  tank  first  is  filled  nearly  full  of 
gasoline  and   the  cap  is  screwed  down  securely.    Gasoline  is 
placed  in  the  small  cuplike  depression  around  the  burner  and 
lighted.    When  this  gasoline  is  burned  out,  sufficient  heat  will 
have  been  produced  to  generate  gas  under  pressure,  which  may  be 
lighted  at  the  end  of  the  burner  on  opening  the  burner  valve. 
If  the  flame  is  yellow  or  sputters,  the  burner  is  not  sufficiently  hot 
and  must  be  reheated.     The  gasoline  tank  of  each  burner  holds 
sufficient  fuel  to  keep  the  blast  burning  about  2  hours.    Inasmuch 
as  each  distillation  of  shale  requires  from  3  to  4  hours,  two  burners 
are  used  with  each  retort.    The  second  torch  may  be  lighted  most 
easily  by  playing  the  flame  of  the  first  on  the  burner  of  the 
second. 

The  vessel  in  which  the  shale  is  placed  to  be  heated  is  an  ordi- 
nary iron  mercury  retort  (capacity,  one-half  pint),  which  is 
equipped  with  close-fitted  hd  and  clamp  and  an  iron  delivery- 
tube.     The  delivery-tube  is  fastened  to  the  inner  tube  of  the  con-. 

^  Field  tests  as  used  are  inadequate  for  indicating  the  best  methods  of 
retorting.  Laboratory  t^sts  are  more  dependable,  but  properly  planned 
experimental  plant  operations  afford  the  most  reliable  results. 
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"denser  by  a  small  brass  plumber's  union,  which  provides  a  very 
easily  disconnected  joint.  The  retort  is  held  in  place  above  the 
flame  of  the  burner  by  a  ring  and  ring-stand.  The  condenser 
used  in  the  outfit  consists  of  an  inner  tube  of  thin  brass,  three- 
eighths  of  an  inch  in  diameter  and  15  in.  long,  to  one  end  of  which 
is  Boidered  a  small  brass  plumber's  union.  The  inner  tube  is 
surrounded  by  a  second  thin-walled  brass  tube,  iV^in.  in  diameter 
and  11  in.  long,  which  is  provided  with  a  two-hole  rubber  stopper 
at  each  end,  one  hole  being  for  the  inner  tube.     A  small  brass 


i 
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tube,  2  in.  long,  is  inserted  through  the  second  hole  of  each  stopper 
to  provide  connection  for  the  entrance  and  waste  of  the  water 
which  is  circulated  between  the  inner  and  outer  tubes  to  keep  the 
inner  tube  cool.  The  delivery  tube  from  the  retort  is  so  bent 
that  when  the  retort  is  in  an  upright  position  the  condenser  will 
be  turned  at  an  angle  of  about  40°  from  the  horizontal.  The 
condenser  is  held  in  position  by  a  single  clamp,  attached  to  a 
ring-stand.  The  receiver  for  the  condensable  products  of  the 
distillation  consists  of  a  50-c.c.  glass  graduate,  provided  with  a 
two-hole  rubber  -stopper  through  which  are  thrust  two  glass  tubes, 
e  for  the  entrance  of  the  liquids  and  permanent  gases  from  the 
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condenser,  and  the  other  for  the  escape  of  the  permanent  gases 
to  the  ammonia  scrubber.  The  glass  tubes  have  a  diameter  of 
about  3^  in.  and  are  bent  at  the  proper  angle  to  make  connections 
with  the  condenser  and  scrubber.  The  tubes  should  barely  pene- 
trate the  cork.  The  ammonia  scrubber  consists  of  an  ordinary 
glass  cylinder  or  8-ounce  wide-mouthed  bottle,  provided  with  a 
glass  tube  reaching  nearly  to  the  bottom  of  the  bottle  for  the 
entrance  of  permanent  gas  from  the  receiver.  The  bottle  is 
filled  with  glass  beads,  which  provide  additional  surface  and  a 
means  of  breaking  up  the  gas  into  small  bubbles  as  it  passes  up 
through  a  15  per  cent,  solution  of  sulphuric  acid.  The  water 
for  cooling  the  condenser  may  be  had  from  waterworks,  or,  if  no 
running  water  is  at  hand,  a  tank  or  tube  may  be  stationed  near 
the  condenser,  at  a  slightly  higher  level,  and  the  water  Conveyed 
over  the  top  by  a  siphon  entering  thef  condenser  at  the  lower  end 
and  wasting  at  the  upper  end.  The  pliers  are  used  for  handling 
the  retort,  while  the  postal  balance  has  a  capacity  of  4  pounds 
and  is  used  to  weigh  the  sample  of  shale. 

In  order  to  determine  the  quantity  of  oil  and  ammonia  that 
may  be  derived  from  a  sample  of  shale,  the  shale  first  is  broken 
up  to  pass  through  a  screen  of  3^^-in.  mesh.  After  thorough 
mixing,  a  sample  weighing  83>^  ounces  is  so  selected  as  to  repre- 
sent the  entire  quantity.  This  sample  is  placed  in  the  iron  retort 
and  the  cover  is  fastened  securely.  In  order  to  prevent  leaks, 
the  joint  between  the  cover  and  retort  bowl  is  plastered  with  a 
thick  paste  made  of  a  mixture  of  powdered  graphite  and  glycerin. 
The  delivery  tube  from  the  retort  then  is  coupled  with  the  inner 
tube  of  the  condenser.  The  ammonia  scrubber  is  filled  approxi- 
mately two-thirds  full  with  a  15  per  cent,  solution  of  sulphuric 
acid,  and  cool  water  (not  ice  water)  is  started  circulating  through 
the  condenser.  The  blast  lamp  then  is  lighted  and  placed  be- 
neath the  retort,  with  the  flame  turned  as  low  as  possible.  After 
heating  about  ten  minutes,  water  and  oil  will  begin  to  condense 
and  be  delivered  into  the  receiver.  The  permanent  gas  will 
pass  into  the  ammonia  scrubber  and  bubble  up  through  the  sul- 
phuric acid,  which  will  combine  with  any  ammonia  contained  in 
it,  producing  soluble  ammonium  sulphate.  Gentle  heat  should 
l)e  applied  to  the  retort  as  long  as  any  oil  is  delivered  to  the  re- 
ceiver; th(»n  the  flame  of  the  burner  may  be  lengthened  until,  at 
the  end  of  three  or  four  hours,  the  burner  will  be  at  full  blast, 
the  retort  will  be  red  hot,  and  the  shale  will  cease  to  yield  either 
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oil  or  gas.  The  products  of  the  distillation  then  are  measured ;  and 
the  quantity  of  oil  in  the  receiver  is  recorded,  as  well  as  the  quan- 
tity of  water  in  the  same  receiver.  The  liquid  products  of  the 
distillation  then  are  transferred  to  the  separatory  funnel,  and  the 
water  is  drawn  off  from  the  oil  and  added  to  the  liquid  contained 
in  the  ammonia  scrubber.  The  material  in  the  ammonia  scrub- 
ber then  is  placed  in  a  glass-stoppered  bottle  and  transferred  to 
the  laboratory  for  the  determination  of  the  quantity  of  ammo- 
nium sulphate.^  The  yield  of  oil  in  United  States  gallons  to  the 
short  ton  of  shale  is  equal  to  the  number  of  cubic  centimeters 
of  oil  in  the  receiver,  provided  the  sample  of  shale  used  weighed 
Syi  ounces.  The  oil  obtained  from  the  distillation  should  be 
placed  in  a  small  bottle  for  determination  of  its  specific  gravity, 
which  can  best  be  done  in  the  laboratory.  In  order  to  compute 
the  number  of  pounds  of  ammonium  sulphate  which  may  be  de- 
rived from  a  short  ton  of  shale,  it  is  necessary  only  to  multiply 
the  number  of  grams  of  ammonium  sulphate  found  in  the  sample 
by  8.8. 

CRUDE  OIL  YIELDS  OF  AMERICAN  SHALES 

The  following  figures  are  based  on  the  results  of  one  hundred 
and  thirty-two  analyses  published  by  the  United  States  Geolog- 
ical Survey,  forty-two  analyses  made  in  the  laboratories  of  the 
Colorado  School  of  Mines,  and  thirty-one  analyses  from  other 
sources.  Fifty-four  of  the  analyses  are  on  Colorado  shales,  fifty- 
two  on  Utah  shales,  forty-five  on  Wyoming  shales,  and  fifty-four 
on  Nevada  shales. 

^  The  average  amount  of  ammonium  sulphate  produced  from  shale  by 
steam  distillation  is  about  two  and  one-half  times  the  amount  obtained 
from  the  same  samples  by  dry  distillation,  thus  providing  a  factor  for  the 
conversion  of  the  figure  for  ammonium  sulphate  by  dry  distillation  to  am- 
monium sulphate  which  may  be  obtained  with  steam  distillation  (the 
method  practiced  in  the  shale-oil  industry  of  Scotland  and  France). 

In  six  samples  tested,  an  average  of  37.8  per  cent,  of  the  nitrogen  in  the 
shale  was  accounted  for  in  the  ammonium  sulphate  obtained  by  steam  dis- 
tillation, compared  with  an  average  of  15.7  per  cent,  recovered  by  dry  dis- 
tillation. The  yield  of  ammonium  sulphate  was  determined  for  57  of  the 
samples  that  yielded  more  than  15  gallons  of  oil  to  the  ton  of  shale.  In 
these  samples  an  average  of  6.7  pounds  of  ammonium  sulphate  to  the  ton 
was  obtained.  This  multiplied  by  2.5,  the  factor  mentioned  above,  gives 
an  average  of  16.7  pounds  of  ammonium  sulphate  to  the  ton,  which  seems 
to  be  a  fair  estimate  of  the  quantity  that  may  be  produced  in  commercial 
practice  from  shale  of  the  area  examined  in  1914  and  1915  by  the  Geological 
Survey  (see  BvU.  641-F,  U.  S.  Geol.  Surv.,  1916). 
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No.  of 
analyses 


Unit 


Minimum 


Average 


Ma«imnin 


205 

205 

163 

64 

26 

26 

26 

16 

6 


Shale  oil , 

Shale  oil 

Ammonium  sulphate. 

Gas 

Water 

Spent  shale 

Sulphur 

Heating  value 

Carbon 


Gallons  per  ton  * 
Specific  gravity 
Pounds  per  ton  * 
Cubic  feet  per  ton ' 
Gallons  per  ton  * 
Pounds  per  ton  ^ 

Per  cent 

B.t.u 

Per  cent 


0.3 

38.0 

0.832 

0.890 

0.4 

9.4 

400.0 

3800.0 

2.0 

4.8 

900.0 

1200.0 

0.25 

0.80 

1000.0 

4500.0 

0.83 

22.5 

90.0 

0.950 
20.0 

5eoo.o 

8.5 
1800.0 

5.20 
8000.0 
37.2 


•  Short-ton. 

Shale  distillations  with  steam  yield  a  few  more  gallons  of  oil 
a  ton  than  dry  distillations  and  the  specific  gravity  of  the  oil  is 
between  0.03  and  0.04  greater.  Steam  distillations  also  increase 
the  quantity  of  ammonium  sulphate  about  two  and  one-half 
times  the  value  obtained  by  dry  distillation.  The  values  given 
in  the  table  above  were  obtained  by  dry  distillation. 

Until  some  standard  method  and  apparatus  are  adopted,  com- 
parison of  the  work  of  different  analysts  is  extremely  difficult, 
if  not  impossible.  Plant  results  would  probably  dififer  consider- 
ably from  any  of  the  yields  obtained  by  the  laboratory  methods 
now  in  use. 

THE  METHOD  IN  USE  AT  THE  MELLON  INSTITUTE  OF  INDUS- 
TRIAL RESEARCH  FOR  THE  ASSAY  OF  OIL-SHALES 
FOR  YIELD  OF  CRUDE  OIL' 

The  apparatus  used  at  the  Mellon  Institute  in  assaying  oil- 
shales  for  yield  of  crude  oil,  is  shown  in  Fig.  79.  R,  the  retort, 
is  a  piece  of  13^^-in.  wrought-iron  pipe,  capped  at  both  ends.  It 
is  heated  by  a  battery  of  six  bunsen  burners  with  wing  tops. 
The  condenser  consists  of  a  piece  of  J^^-in.  pipe  provided  with  an 
18-in.  Liebig  condenser  near  its  lower  end.  The  retort  is  tapped 
at  Ay  and  a  tube  is  provided  running  through  the  entire  length 
of  the  retort,  and  lying  close  to  the  bottom  of  the  mass  of  shale. 
By  the  use  of  a  copper-constantan  thermocouple  inserted  to 
various  lengths,  the  temperature  may  be  obtained  at  any  point 
along  the  retort,  and  the  whole  mass  of  shale  kept  at  a  uniform 
temperature. 

In  making  a  run,  a  charge  of  from  250  to  300  g.  of  the  shale  is 

placed  in  the  retort.     This  may  be  a  sample  obtained  by  the 

usual  methods  of  sampling,  but  it  is  procured  preferably  by  sepa- 

^  This  method  was  worked  out  by  C.  L.  Jones,  while  research  aaostant  to 
Director  R.  F.  Bacon. 
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rating  the  original  sample  into  particles  under  and  over  10- 
mesh,  and  recombining  these  in  their  original  proportions  to 
obtain  the  proper  weight  of  sample.  The  iron  condenser-tube 
is  weighed  before  setting  up  the  apparatus. 

In  heating  the  retort,  the  flame  is  not  allowed  to  come  into  con- 
tact with  it.  The  rise  in  temperature  may  be  controlled  by  the 
pyrometer;  but  if  care  is  taken  to  heat  the  retort  very  gradually, 
this  is  not  necessary  to  obtain  consistent  results.  The  tip  of  the 
flame  should  be  ^  to  1  in.  from  the  retort.  Heating  is  continued 
in  this  way  for  four  hours,  or  until  no  more  distillate  is  secured. 
The  fliame  then  is  raised  gradually  until  the  tip  of  the  flame  just 
touches .  the  retort.     After 

continuing   this    for  about  ^''[^    m'_^'''ul'  f^'' 

three  hours  more,  the  flame  jsi-^'^y^^^^  .,»^7 '   ^   ^    ^igCLl' ••rf 

is   turned  up  and  the  dis-  %^                        """  '^^"^^^^^ 
tillation  is  finished  at  a  red 

heat.  At  the  end  of  this  Fio.  79. — The  apparatus  used  at  the 
.  •_      .  1         -x  X       •      1    J.     Mellon  Institute  of  Industrial  Research  for 

tune  the  glass  water-jacket     ^^^^  ^f  oil-shales  for  yield  of  crude  oU. 

is  removed,  and   the  con- 
denser tube  is  unscrewed  from  the  retort  and  weighed.     As  a 
check,  the  retort  itself  may  be  weighed  before  and  after  the 
rxin.     The  weight  of  the  distillate  in  the  receiver  having  been 
obtained,  a  figure   then   is  had  for  the  total  oil,  water,  and 
^irt  in  the  condenser  and  the  receiver.     As  much  as  possible 
^f  the  oil  in  the  condenser  then  is  drained  into  the  receiver  by 
^arming  the  tube.     Gasoline  or  petroleum  ether  in  successive 
portions  is  added  and  decanted  until  only  the  water  remains  in 
^he  receiver.    This  is  allowed  to  stand  at  room  temperature  until 
^he  petroleum  ether  odor  disappears,  and  the  water  is  weighed. 

H^sults  obtained  for  oil  yield  check  within  0.5  gal.  per   ton. 

'^Hen  runs  are  to  be  made  at  specific  temperatures  with  pyrometric 

^^^itrol,  the  retort  is  enclosed  in  an  air  jacket  of  3-in.  pipe.     Due 

^^  tie  extreme  simplicity  of  the  apparatus  it  is  relatively  easy  to 

^cvtre  the  gradual  and  uniform  heating  essential  to  obtain  the 

'^^Kliest  yield.     Higher  yields  and  more  consistent  results  were 

^*>t%ined  with  it  than  with  the  mercury  retort  apparatus  des- 

^^l>ed  above.     It  is  also  easier  to  maintain  a  uniform.temperature 

^  t;he  laboratory  with  this  form  than  with  a  vertical  tube  retort. 

*^^''  steam  distillation  the  cap  on  the  lower  end  of  the  tube  is 

^placed  with  a  tube  through  which  steam  is  passed.     For  this 

^^^i^XMe  the  apparatus  is  probably  not  so  satisfactory  as  the 

V  18 
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vertical  fonn  of  retort.  A  means  of  measuring  the  gas  given  off 
may  be  added  when  desired. 

The  chief  sources  of  inaccuracy  in  laboratory  assays  seem  to 
be: 

1.  Leaky  retorts. 

2.  Retorts  the  size  and  shape  of  which  make  uniform  and 
gradual  heating  difficult,  and  which  afford  cool  zones  which  run 
a  part  of  the  oil  back  into  hotter  zones.  The  mercury  retort 
form  is  an  example  of  this. 

3.  The  attempt  to  distil  larger  charges  of  oil-shale  than  the 
apparatus  can  heat  uniformly  throughout. 

4.  The  considerable  error  introduced  by  the  amount  of  oil  in 
the  condenser,  since  but  a  small  charge  is  used. 

THE  EXAMINATION  OF  CRUDE  SHALE-OIL 

For  the  purpose  of  determining  the  yield  of  products  from  the 
crude-oil  of  a  specific  oil-shale,  the  destructive  distillation  of  the 
latter  is  carried  out  preferably  in  a  suitable  retort,^  and  the  appa- 
ratus  described  above  may  be  used  provided  a  roughly  approxi- 
mate refining  value  is  desired.  The  crude  product  then  is 
examined  in  accordance  with  the  procedures  recommended  for 
crude  petroleum  (see  page  1) .     In  this  way  the  commercial  value  of 

• 

the  crude  oil  produced  by  any  distillation  process  under  investi- 
gation may  be  found  and  reported  upon,  as  described  on  page 
22.  In  particular,  it  should  be  ascertained  whether  the  crude 
should  be  refined  in  toto,  or  whether  it  should  be  merely  skimmed- 

Methods  Used  in  Scotland 

The  following  is  an  outline  of  the  schemes  used  by  Scottish 
experts^  for  refining  crude  shale-oil  in  the  laboratory,  in  order  to 
ascertain  the  yield  of  commercial  products: 

*  For  the  description  of  a  laboratory  retort  used  by  Ba8K£BV1LLS  a^^ 
Hamor,  see  J.  Ind.  Eng.  Chem.,  1  (1909),  No.  8,  507.  On  a  horiaontal  g«»" 
fired  retort  for  conducting  the  destructive  distillation  of  bituminous  sub- 
stances, see  Ingram,  Bull.  School  of  Mines  and  Met,  Univ,  Mo,,  8, 65pP• 
(1917).  The  fuel-testing  laboratory  of  the  Mines  Branch  of  the  Deparfanen' 
of  Mines  of  Canada  uses  the  apparatus  shown  in  Fig.  80  for  destnictiTe- 
distillation  tests  on  oilnshales.  See  also  LfrvnERiN,  RepL  69,  Mines  Bno^* 
Canada  Dept.  of  Mines.  On  the  testing  of  oil-shales,  see  finally  NicolaB^^ 
and  Baurier,  Chim.  et  Ind.,  2  (1919),  770  and  777. 

'  For  another  method,  see  that  of  Ter\  et,  described  in  Rbdwood  • 
"Petroleum  and  Its  Products/'  2,  644;  and  in  Allen's  "Commcrciftl 
Organic  Analysis,"  1907,  2,  ii,  39. 
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\od  A. — The  crude  oil  is  distilled  and  fractionated  into 
)  naphtha"  (1)  and  "crude  distillate"  (2).  The  latter  is 
i  with  sulphuric  acid  (1.84  sp.  gr.)  and  caustic  soda 
•n  (1.35  sp.  gr.),  and  a^ain  distilled,  fractioning  into  "crude 
g  oil"  (3),  "heavy  oil"  (4),  and  "residuum"  (5).  Prod- 
fos.  1  and  3  are  refined  chemically  by  treatment  with 
jic  acid,  followed  by  distillation  over  caustic  soda, 
is  cooled  to  a  low  temperature  and  filter-pressed  to  recover 


,i.".v.; 


s 


h  s  tube  scrubber  filled  witta  (lu«  bcuda  (iind  ■  abort  tsyer  of  gliu 
iet  d[  meam  dom  h  neiE bed  boiler  ie  kUo  psued.  Tbe  bollom 
xater-roolFd.     Tbis  enrubber  completely  removes  the  Ur-fog  from 


:d.     The  tar 
ooliDfl  tube, 


paraffin  (6).     The  "blue  oil"  (7),  obtained  from  (4),  is 
d  with  sulphuric  acid  of  1.72  and  1.84  sp.  gr.,  and  then  a 
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80(ia  solut  ion  of  1 .35  sp.  fi^r.  Next  it  is  distilled  over  solid  caustic 
sodn,  and  fraotioninl  into  lubricating  oils,  which  then  are  refined. 
Mrthoti  H,  The  crude  oil  is  treated  with  sulphuric  acid  (1.72 
sp.  ^\\),  and  then  distilled  and  fractioned  into  "crude  naphtha" 
{\)  and  **crudo  distillate"  (2).  The  latter  is  treated  with 
sulpliurio  acid  of  1.72  and  1.84  sp.  gr.,  and  again  distilled,  frac- 
tioning  into  ••cnidelnirning oil*'  (3),  '*heavyoil"  (4), and  **resid- 
uuin**  ^r>\     No.  4.  is  cix>led  and  filtered,  giving  solid  paraffin 
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The  only  exception  to  this  is  in  the  distillation  of  the  "heavy 
oil/'  when  the  steam  is  shut  off  and  the  external  heat  is  increased 
so  as  to  cause  cracking  of  the  ** still-bottoms,"  with  the  pro- 
duction of  crystalline  paraffin,  but  the  steam  is  turned  on  to 
carry  over  the  last  of  the  ''bottoms. " 

METHOD  OF  REPORTING  RESULTS 

It  is  appropriate  to  present  in  conclusion  an  outline  of  the 
procedure  which  usually  is  followed  in  reporting  the  results  of  a 
general  examination  of  an  oil-shale. 

The  statement  regarding  the  preliminary  examination  should 
include  the  results  of  the  following  determinations:  specific 
gravity,  moisture,  ash,  volatile  matter,  fixed  carbon,  sulphur, 
and  nitrogen.^ 

Then  follow  the  results  obtained  by  application  of  the  Scottish 
tube  test  (yield  of  crude  oil)  and  the  Bailey  method  (yield  of 
ammonium  sulphate).  In  addition,  the  oil-shale  should  be 
assayed  for  crude-oil  yield  according  to  the  method  described 
on  page  192,  and  the  result  given  for  comparative  purposes. 
The  yield  of  crude  oil  is  reported  in  U.  S.  gallons  per  short  ton 
of  shale,  and  the  specific  gravity  and  Baum6  equivalent  of 
the  oil  also  are  stated.  The  yield  of  ammonium  sulphate  is 
presented  in  pounds  per  short  ton  of  shale,  both  for  the  pure 
salt  and  for  the  commercial  product  (containing  25  per  cent,  of 
ammonia). 

When  a  particular  distillation  process  is  under  investigation 
or  the  oil-shale  is  retorted  in  an  experimental  plant,  a  log  is  kept 
of  the  quantity  of  shale  used  daily;  the  total  number  of  gallons 
of  crude  oil  produced,  its  specific  gravity,  and  the  average  yield  in 
gallons  per  ton;  and  tlie  production  of  ammonium  sulphate  in 
pounds.  At  the  conclusion  of  the  run,  the  quantity  of  shale  put 
through  during  the  test  is  totalled,  as  are  the  gallons  of  crude  oil 
and  pounds  of  ammonium  sulphate  produced;  the  average  yield 
in  U.  S.  gallons  per  short  ton  of  shale  and  the  average  specific 
gravity  of  the  crude  are  determined  and  stated,  and  there  also  is 
given  the  average  yield  of  both  pure  and  commercial  ammonium 

'  These  analytical  determinations  should  be  conducted  according  to  the 
methods  recommended  for  coal  analysis  by  the  joint  Committee  of  the 
American  Society  for  Testing  Materials  and  the  American  Chemical  Society, 
described  in  J.  Ind.  Eng.  Chem.,  9  (1917),  100. 
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sulphate  in  pounds  per  short  ton  of  shale.  An  average  analysis 
of  the  uncondensed  gas,  after  leaving  the  ammonia  scrubber,  is 
reported,  and  also  the  calorific  value  and  specific  gravity  of  the 
gas  generally  are  included  in  the  summary. 

The  results  of  the  evaluation  of  the  crude  oil,  carried  out  as 
described,  are  presented  as  in  the  case  of  a  crude  petroleum. 
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tnportance  of  the  benzol  industry  has  achieved  general 
ion  during  the  last  five  years.  The  recovery  and  rational 
3n  of  as  large  amounts  as  possible  of  benzene  and  toluene, 
re  necessary  in  the  manufacture  of  important  explosives 
micals  and  of  value  in  the  preparation  of  certain  motor 
lust  be  considered  a  national  necessity.  There  are  two 
sable  steps  in  securing  the  most  efficient  conservation  of 
5ol  resources,  namely : 

Chemist,  The  Koppers  Company,  Pittsburgh,  Pa.;  and  Advisory 
ndustrial  Fellowship  on  Coke  Technology,  Mellon  Institute  of 
[  Research  of  the  University  of  Pittsburgh. 
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1.  The  installation  of  the  most  efficient  type  of  benxol-recovery 
plant  wherever  sufficient  benzol  is  being  produced  to  warrant      |  11 
recovery. 

2.  Careful  control  of  the  operation  of  each  plant  so  as  to  reduce 
losses  to  a  minimum. 

The  second  step  involves  the  use  of  correct  laboratory  methods 
for  the  testing  and  analysis  of  the  various  materials  and  products 
The  importance  of  this  phase  of  the  industry  must  be  empha- 
sized highly,  and  in  vieiiv  of  this  the  author  has  obtained  the  con- 
sent of  The  Koppers  Compan}*^  to  publish  some  of  the  laboratory 
methods  that  it  has  found  valuable.     These  cover  all  the  ordi- 
nary requirements  of  the  benzol  plant  operator  and  chemist,  for 
whose  assistance,  principally,  the  somewhat  detailed  descriptiox^® 
have  been  prepared.* 

In  studying  the  methods  from  an  operating  standpoint,  i*' 
will  be  of  assistance  to  the  reader  to  review  briefly  the  method  ^>^ 
operation  of  the  benzol-recovery  plant.  The  Koppers  sjrstor*^* 
which  is  the  most  generally  used  in  America,  is  shown  on  tl>-^ 
accompanying  diagram,  Fig.  82. 

The  gas  is  brought  to  the  proper  temperature  in  the  cooler  ^' 
and  then  passes  into  the  washer  c,  where  it  is  treated  with  ^'^ 
absorbent  oil,  which  scrubs  out  all  the  benzols.  The  enriched 
wash-oil  is  pumped  from  the  scrubbers  to  heat  exchangers  e  and  fy 
which  are  heated  by  the  benzol  vapors  and  by  the  hot  debenzol-' 
ized  wash-oil,  respectively.  It  then  is  heated  still  further  to  the 
maximum  temperature  desired  by  means  of  live  steam  in  th^ 
superheater  g,  from  which  it  passes  into  the  still  ft.  In,  this  stil* 
the  benzols  are  expelled  entirely  in  the  form  of  vapor.  This  \^^^ 
vapor  gives  up  part  of  its  heat  to  the  incoming  wash-oil  in  the 
heat  exchanger  e,  and  then  is  condensed  and  separated  from  w»t^^ 
in  cfK>ler  i  and  separator  j.  The  hot  wash-oil  leaving  the  botto^^ 
of  the  still  passes  through  heat  exchanger  /,  where  it  gives  ^P 
part  of  its  heat  to  the  incoming  wash-oil,  and  then  is  fina^H^'' 
ojpoUtd  in  water  cooler  A;.  The  cool  oil  is  delivered  to  circulati*^^ 
tank  d,  from  which  it  is  pumped  back  again  over  the  scrubber^  j 
iJjiw  completing  the  cycle.  The  light  oil  is  distilled  in  c^u  • 
♦still  /,  nud  the  various  fractions  are  purified  by  treatment  wi*^ 

^^or  iUo.  lirialyticAl  methods  of  The  Barrett  Company,  see  the  folic''**** 
paiMfrh  by  J.  M.  Weiss:  crude  tars,  J.  Ind,  Eng.  Chem.,  10  (1918),  "^ 
dit^tilM  tarn  and  pitches,  ibid.^  817;  heavy  and  middle  oilSi  ibid,,  91 1» 
\Miutt)hi  and  iMght  oil,  ibid.,  1006. 
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and  soda  io  agitator  o,  and  by  rectification  in  the  pure 
he  routine  tests  usually  required  in  the  operation  of  a  benzol- 


>IVBi0ul4>)piJij-6M'       ^-  I    J         ^ 


very  plant,  completely  equipped  for  the  production  of  pure 
iene  and  toluene,  may  be  classified  as  follows: — 

Tests  of  Gas: 

1.  Determination  of  liKht  oil  in  gas  entering  scrubbere. 

2.  Determination  of  light  oil  in  gas  leaving  scrubbers. 
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(B)  Tests  for  Wash-Oil  Still  Operation: 

1.  Determination  of  light  oil  in  benzolized  wash-oil. 

2.  Determination  of  light  oil  in  debenzolized  wash-oil. 

3.  Tests  of  the  light  oil: 

(a)  Boiling-point. 

(6)  Determination  of  wash-oil. 

(C)  Tests  for  Crude  Still  Operation: 

1.  Receiver  tests;  i.e.,  boiling-point  tests  made  to  control 
fractionation. 

2.  Boiling-point  tests  of  fractions  (crude  benzol,  crude 
toluol,  etc.)  and  residues  sampled  from  their  respective 
storage  tanks. 

(D)  Tests  for  Agitator  Operation: 

1.  Distillation  and  acid  tests  of  washed  benzols. 

2.  Tests  for  SO2  in  washed  benzols. 

3.  Specific  gravity  of  regenerated  sulphuric  acid. 

(E)  Tests  for  Pure  Still  Operation  : 

1.  Receiver  tests;  i.e.,  boiling-point  tests  made  to  control 
fractionation; 

(a)  Boiling-point. 
(6)  Acid  test. 

2.  Tests  of  pure  products  sampled  from  storage  or  running 
tanks  or  from  shipments: 

(a)  Boiling-point. 

(b)  Acid  test. 

(c)  Specific  gravity. 

(d)  Freezing-point  (occasional  in  case  of  benzene). 

3.  Boib'ng-point  tests  of  still  residues. 

(F)  Tests  of  Materials  Used  in  Operation:  • 

1.  Wash-oil: 

(a)  Specific  gravity 
(6)  Viscosity. 

(c)  Emulsification. 

(d)  Cold  test. 

(e)  Distillation. 
(/)  Olefines. 

2.  Sulphuric  acid — Specific  gravity. 

3.  Soda— NaaO. 
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METHOD  FOR  THE  DETERMINATION   OF  LIGHT   OIL  IN   GAS 

Apparatus, — Ij^-in.  steam-jacketed  sampling  pipe  with  valve 
[Fig.  83). 

11  reagent  bottles,  16-oz.,  narrow  neck,  with  rubber  stoppers. 
1  wet  gas  test-meter  reading  to  0.001  cu.  ft.,  with  thermometer. 

1  steam  distilling  apparatus,  1 -gallon  capacity. 

2  Liebig  condensers — 15  in. 

1  separatory  funnel — 300-c.c. 

1  special  distilling  flask — 200-c.c. 

1  measuring  tube,  50-c.c.,  graduated  in  Hoth  c.c. 

1  thermometei^200°C. 

1  Hempel  dephlegmating  column  (Fig.  84). 

Burners,  supports,  and  tubing,  to  complete  apparatus  as 
described  below. 

The  method  consists  of  three  steps,  viz. : 

1.  Extraction  of  the  light  oil  with  wash-oil. 

2.  Steam  distillation  of  the  benzolized  wash-oil. 

3.  Dry  distillation  of  the  separated  light  oil. 

The  wash-oil  must  be  a  petroleiun  product  corresponding  to 
specifications  given  on  page  232.^ 

Referring  to  Fig.  83,-B  is  a  M-in.  sam piling  pipe  inserted  in  the 
gas  main  (A).  The  end  in  the  center  of  the  main  is  bent  in  the 
direction  of  the  flow  of  the  gas.     In  case  the  gas  contains  much 


Fio.  83. — Absorption  apparatus  for  light  oil  in  gas. 

Naphthalene,  provision  must  be  made  to  heat  a  portion  of  the 
lampling  tube  where  it  emerges  from  the  gas  main.  This  may  be 
iccomplished  as  shown  in  the  figure  by  means  of  a  steam  jacket 
ibout  20  in.  long  and  2  in.  in  diameter.  When  the  naphthalene 
s  in  large  quantity,  causing  stoppage,  it  may  be  necessary  to  keep 
the  first  two  or  three  bottles  of  the  absorbing  train  immersed  in 
^arm  water,  and  to  wrap  all  connections  with  asbestos  or  flan- 
*  A  complete  blank  test  must  be  run  on  this  wash-oil. 
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nel.  The  flow  of  the  gas  is  controlled  by  means  of  the  valve 
(D).  The  ends  of  the  rubber  stoppers  that  would  be  exposed  to 
the  gas  are  covered  with  sodium  sihcate  solution  just  previous 
to  each  test.  If  this  precaution  is  not  taken,  the  rubber  will 
absorb  appreciable  quantities  of  benzol. 

Bottle  No.  1^  contains  about  100  c.c.  of  sodium  hydroxide 
(1  part  NaOH  to  two  parts  H2O).  Each  of  the  other  ten  bottles 
contains  about  150  c.c.  of  wash-oil.  Rubber  tubing  is  used  to 
connect  up  the  train,  but  the  ends  of  the  glass  tubes  must  be 
brought  closely  together  so  that  as  little  as  possible  of  the  rubber 
may  be  exposed  to  the  gas.  The  wash  oil  must  be  maintained 
at  a  temperature  not  to  exceed  30°C.  throughout  the  test.  If 
necessary,  the  bottles  must  be  placed  in  a  trough  through  which 
cold  water  is  circulated,  or  else  the  water  may  be  kept  sufliciently 
cold  by  adding  pieces  of  ice  from  time  to  time. 

The  gas  passing  from  the  train  is  measured  by  means  of  the 
wet  test-meter,  which  must  be  provided  with  a  thermometer,  so 
that  readings  may  be  taken  for  temperature  correction.  As  a 
rule,  this  type  of  meter  is  not  suitable  for  measuring  over  100  cu. 
ft.  of  gas,  and  when  gas  containing  very  small  amounts  of  light 
oil  is  tested,  it  is  advisable  to  use  a  somewhat  less  sensitive  meter 
of  larger  capacity.  The  water  in  the  meter  in  all  cases  should 
be  saturated  with  the  gas,  and  should  be  at  the  proper  level. 

Having  connected  up  the  train  as  shown,  heat  the  sampling 
tube  and  let  the  gas  blow  out  of  the  valve  D  until  the  tube  is 
well  cleared.  Then  connect  bottle  No.  1  with  the  valve,  turn  on 
the  gas  and  inspect  the  train  carefully  for  leaks.  It  is  usually 
necessary  to  have  the  stoppers  securely  wired  down.  Now  adjust 
the  rate  of  flow.-  Note  and  record  the  meter  temperature  and 
the  barometric  pressure  every  hour  during  the  test  and  adjust 
the  rate  of  flow  as  often  as  may  be  necessary. 

The  amount  of  gas  to  be  scrubbed  depends  on  its  light-oil 
content.  When  testing  gas  before  the  benzol  scrubbers,  it  is 
best  to  regulate  the  gas  volume  so  that  not  more  than  35  or  less 
than  20  c.c.  of  light  oil  will  be  obtained.  In  the  case  of  debenwl- 
ized  gas  sampled  after  passing  the  scrubbers,  it  is  necessary  to 
take  about  100  cu.  ft.  in  24  hours. 

*  In  testing  unpurified  water-gas,  a  glass  tower  filled  with  oxide  and  shav- 
ings should  i>e  substituted  for  this  bottle. 

*  This  rate  should  not  exceed  2  cu.  ft.  per  hour  for  benzolizod  gaS|  0^ 
4  cu.  ft.  for  debenzolizcd  gas. 
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When  the  required  volume  of  gas  has  passed  through  the 
apparatus,  close  the  valve  D  and  disconnect  the  individual  bot- 
tles of  the  train.  Pour  the  wash  oil  into  the  copper  still  of  the 
steam  distillaton  apparatus  and  rinse  each  bottle  and  dip  tube 
with  a  little  fresh  wash  oil,  pouring  the  rinsings  also  into  the  same 
still.  The  train  now  may  be  filled  and  connected  up  for  the  next 
test. 

Steam  Distillation. — Part  of  the  apparatus  for  this  process  is 
showli  in  Fig.  84.  There  is  a  copper  still  of  1  gallon  capacity, 
fitted  with  a  screw  cap  through  which  pass  the  inlet  tube  for  the 
the  steam,  the  exit  tube  to  the  dephlegmating  column,  and  the 
thermometer.  The  thermometer  bulb  must  dip  below  the  sur- 
face of  the  wash-oil  and  the  130°C.  mark  must  be  visible  outside 
the  still.  The  dephlegmating  column  is  of  brass  and  preferably 
is  wrapped  in  asbestos  to  prevent  undue  condensation.  Dimen- 
sions for  this  are  given  on  the  drawing;  the  bead  column  is  about 
6  in.  long.  The  inlet  tube  is  connected  with  a  suitable  source  of 
dry  steam  by  means  of  a  short  piece  of  rubber  tubing.  In  de- 
fault of  a  regular  supply  of  boiler  steam,  an  ordinary  1-gallon  can, 
fitted  with  the  usual  rubber  stopper,  safety  tube  and  exit  tube, 
and  heated  by  means  of  a  large  burner,  makes  a  very  satisfactory 
steam  generator.  The  neck  of  the  dephlegmating  column, 
which  has  been  bent  over,  is  connected  with  a  15-in.  Liebig  con- 
denser. The  lower  end  of  the  condenser  tube  passes  into  a  300- 
c.c.  separatory  funnel.  Corks  must  be  used  for  all  connections 
that  will  be  exposed  to  light-oil  vapors.  The  separatory  funnel 
is  wrapped  with  a  cotton  cloth,  and  the  outlet  tube  of  the  con- 
denser is  arranged  so  that  cold  water  will  run  over  this  cloth  and 
keep  it  thoroughly  drenched.  A  small  piece  of  cotton  wool  is 
placed  in  the  mouth  of  the  separatory  funnel  and  around  the  end 
of  the  condenser  to  prevent  currents  of  air  causing  undue  loss. 
The  separatory  funnel  is  graduated  by  putting  in  25  c.c.  of  water, 
marking  the  level,  and  then  adding  100  c.c.  more  and  marking 
again. 

Place  a  burner  under  the  copper  still  and  heat  until  the  thermom- 
eter shows  a  temperature  of  140°C.  Now  turn  on  the  steam 
and  adjust  the  burner  so  that  the  temperature  does  not  exceed 
155°C.  nor  fall  below  145°C.  Water  and  oil  will  collect  in  the 
separatory  funnel.  When  the  water-level  reaches  the  125-c.c. 
mark,  run  out  100  c.c.  Repeat  this  until  500  c.c.  have  been  run 
out,  at  which  pointy  the  distillation  may  be  considered  complete. 
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Shut  off  the  steam  and  gas  and  reniore  the  seporatorr  funnel 
from  its  support.  Run  the  ranainder  at  the  wac«  ont  canfoUy. 
Add  to  the  eooteota  of  the  funnel  10  to  20  e.c.  at  a  saturated 
solution  of  eaicium  chloride  and  shake  well.  Let  stand  onfil 
clear  and  thai  run  off  the  caldum  chloride  sohitiini.  Wipe  the 
outlet  tube  of  the  funnel  dry  with  a  little  cotton. 


ID  Bppantus. 


Dn  riijiilUtion. 


tl 


r  i1rii>d  oil  from  the  fuimel  into 
S,'i  f.itcd  with  a  cork  stopper  ^^^ 
.'.Mill.;-  of  tv-mm.  glass  beads,  a^^ 
'It:  ,MT;,ii^;isfr  or  a  standard  Barr"''^ 
t;ini;  -,u!>r  i?  placed  so  as  to  ca^' 
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the  distillate.  Heat  the  contents  of  the  distilling  flask  with  a 
small  flame,  until  the  vapor  temperature  reaches  200^C.  Allow 
the  condenser  to  drain  a  few  mmutes,  then  read  the  volume  of  oil 
distilled,  correcting  for  water  if  present. 

Calculations. — Average  the  bar- 
ometric pressures  and  the  meter 
temperatures  for  the  period  of  the 
test.  Correct  the  observed  gas  vol- 
ume to  760  mm.  pressure  and  15°C. 
with  the  aid  of  the  usual  formulas 
or  tables. 

A  =  corrected  gas  volume. 

B  =  cubic  centimeters  of  light 
oil  obtained. 

Then:  gallons  of  light  oil  per  1000 

.^     .             0.264  XB 
cu.  ft.  of  gas  = -. 

It  will  be  noted  that  the  result  is 
not  expressed  as  the  light-oil  con- 
tent of  the  original  gas,  but  refers  to 
the  gas  as  measured  after  the  process 
of  extraction.    This  is  in  accordance 

with  operating  conditions,  since  it  is     f,q.  85.— Flask  for  fracUonation. 

the  general  practice  to  meter  the 

gas  after  it  passes  the  benzol  scrubbers.  It  is  hardly  worth 
while  making  correction  for  COj  and  HjS  removed  by  the  sodiiun 
hydroxide  in  the  test  apparatus,  except  in  cases  where  these  two 
constituents  may  be  unusually  high. 

Notes. — (1)  The  number  of  bottles  in  the  absorbing  train 
has  been  worked  out  by  experiment  and  cannot  be  reduced  with- 
out risk  of  a  loss  of  light  oil. 

(2)  An  automatic  siphon  arrangement  may  be  used  for  running 
off  the  water  from  the  steam  distillation,  dispensing  with  watch- 
ing the  separatory  funnel.  The  volume  of  water  in  this  case 
should  not  be  reduced  much  below  75  c.c. 


THE  AI^ALYSIS  OF  LIGHT  OIL 


The  following  method  was  devised  for  the  purpose  of  estimat- 
ing the  percentage  of  benzene,  toluene,  and  solvent  naphtha  in 
the  light  oil  obtained  in  connection  with  the  above  described 
method  for  the  determination  of  light  oil  in  gas. 


\ 
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Ordinarily  the  light  oil  produced  from  two  or  three  tests  may 
be  combined  for  each  analysis.  The  method  has  been  employed 
for  some  time  and  has  given  good  results  for  the  usual  run  of 
light-oil  samples,  which  generally  contain  at  least  50  per  cent,  of 
benzene  and  not  over  30  per  cent,  of  toluene.  The  accuracy  of 
the  method  is  much  less  for  light  oil  containing  less  benzene  or 
more  toluene,  but  such  material  is  not  encountered  so  often.  If 
necessary,  the  simple  expedient  can  be  adopted  of  adding  suflSci- 
ent  pure  benzene  to  bring  the  composition  of  the  sample  within 
the  proper  limits.     Such  check  determinations  as  have  been  made     ^ 

on  samples  of  known  composition  show  that,  with  careful  at 

tention  to  details,  the  amounts  of  benzene,  toluene  and  solvent-^z* 
naphtha  can  be  determined,  with  an  error  in  each  case  amountini 


to  about  1  per  cent,  of  the  total  light  oil,  which  is  sufficiently^i^ 
satisfactory  for  ordinary  purposes. 

Purification  of  the  Light  Oil. — An  adequate  quantity  of  th( 
light  oil  is  measured  from  a  burette  and  distilled  to  200°C.,  usii 


a  flask  fitted  with  a  Hempel  column,  containing  5  or  6  in.  o^ f 

glass  beads.     In  the  testing  of  samples  produced  in  connectioi 
with  the  determination  of  hght  oil  in  gases  this  preliminary  dii 
tillation  is  made  as  part  of  such  determination,  and  need  not  b 
repeated.     It  may  be  omitted  in  other  cases  at  the  discretion 
the  chemist.     The  distillate  is  caught  in  a  suitable  burette  an^ 
measured.     A  quantity — preferably  about  100  c.c,  and  in  an; 
case  not  less  than  50  c.c. — is  drawn  off  into  a  slender  300-c.( 
separatory  funnel,  and  treated  with  6  per  cent,  of  its  volume 
concentrated  sulphuric  acid  (sp.  gr.,  1.84).     This  treatment  is 
two  stages. 

First,  two-thirds  of  the  sulphuric  acid  is  added,  then  one-thin 
After  each  addition  of  the  acid,  the  mixture  is  shaken  about  fi^ 
minutes,  allowed  to  stand  until  separation  is  complete  (about 
minutes),  and  the  sludge  drawn  off.     The  light  oil  now  is  wash< 
with  lukewarm  water  (about  40°C.)  and  this  is  drawn  ofif  cai- 
fully.     Then  5  per  cent,  of  its  volume  of  sodium  hydroxide  soIuti< 
(sp.  gr.,  1.107)  is  added;  the  mixture  is  shaken  for  5  minut^==^ 
allowed  to  settle  about  15  minutes  or  until  clear,  and  the  alk; 
solution  carefully  drawn  off.     Finally,  the  oil  is  washed  wL 
warm  water  (about  40°C.)  and  this  is  drawn  off. 

Most  of  the  water  is  removed  by  washing  with  15  to  20  a  - 
of  saturated   calcium  chloride  solution.     After  this  has  h^^^'^ 
drawn  off,  a  little  solid  CaCU  is  added  and  the  mixture  allow ^^  ^ 
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to  stand  over  uight.  The  light  oil  then  is  decanted  back  into 
the  burette  and  measured.  The  difference  in  volume  gives  an 
Indication  of  the  loss  to  be  expected  by  sulphuric  acid  piirifica- 
!,ion  on  a  large  scale.  The  specific  gravity  of  the  washed  light 
sil  is  determined  (at  IS^C),  using  a  pycaometer  or  Weatphal 
balance. 

Method  of  Fracttonation. — The  distilling  apparatus  is  shown 
n  Fig.  86.  The  thermometer  used  is  an  ordinary  thermometer 
p-aduated  in  single  degrees,  which  has  been  checked  against  the 
boiling-point  of  water. 
Correction  for  barometric 
pressure  and  exposed  stem 
baa  not  been  found  neces- 
jary,  owing  to  the  rela- 
tively small  amount  dia- 
silling  in  the  intermediate 
itages.  The  diameter  of 
;hetliermometer,however, 
thould  be  less  than  half  the 
liameter  of  the  still-head. 
The  thermometer  is  placed 
lo  that  the  top  of  the  bulb 
,8  level  with  the  side-neck 
)f  the  distilling  flask,  and 
the  top  of  the  bead  col- 
jmn  must  be  at  least  }-i 
in.  from  the  bottom  of  the 
bulb.  Three  120-c.c. 
;lass-stoppered  E  r  1  e  n  - 
meyer  flasks,  numbered 
(,  II  and  III,  are  used  for 
matching  the  distillates. 
Weigh  the  flasks  empty 
and  weigh  the  sample  in 
flnsk  II  ^'°"  ^' — Li8l''-<*'1 ''■^'^''oiifttiiig  Btill. 

Transfer  the  weighed  sample  to  the  distilling  flask;  distil 
into  flask  II  with  a  carefully  regulated  and  protected  flame,  not 
faster  than  one  drop  per  second.  At  the  temperature  of  130°C. 
atop  the  distillation  and  allow  the  condenser  to  drain  well.  Re- 
place flask  II  with  flask  III,  and  resume  the  distillation,  stopping 
when  the  temperature  of  20O''C.  is  reached ;  then  weigh  the  frac- 
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tion  in  flask  II  (designate  as  fraction  ''A'')  and  the  fraction  in 
flask  III  (designate  as  fraction  "B no- 
place fraction  ''A/'  contained  in  flask  II,  in  a  similar  distilling 
flask  and  distil  to  95°C.,  catching  the  distillate  in  flask  I;  allow 
the  condenser  to  drain,  replace  flask  I  with  flask  II,  and  distil 
to  120°C.  Occasionally  the  flask  will  go  dry  before  120°C.  is 
reached.  In  such  event  allow  the  flask  to  cool,  so  that  vapori- 
zation will  not  take  place  when  the  stopper  is  removed,  and  add 
a  small  portion  of  fraction  '*B"  (3  c.c.  have  been  found  suflicient 
in  all  cases  to  drive  over  all  the  Ughter  oils),  and  then  resume 
the  distillation.  All  this  process  of  distillation  must  be  per- 
formed slowly,  especially  when  running  off  the  portion  between 
95°  and  120°C.;  about  1  drop  every  2  seconds  is  the  correct  rate. 
Now  weigh  the  fraction  in  flask  I  (designated  as  fraction  "  C  ") 
and  the  fraction  in  flask  II  (designated  as  fraction  ''D").  Put 
fraction  ''C"  into  a  similar  distiUing  flask  and  re-distil  to  95°C., 
catching  the  distillate  in  the  same  flask.  No.  I.  If  difficulty  is 
found  in  reaching  this  temperature,  owing  to  the  flask  going  dry, 
let  the  flask  cool  and  add  a  small  portion  (3  c.c.  are  sufficient)  of 
fraction  *'  D. ''  This  final  distillation  must  be  made  very  slowly, 
starting  with  one  drop  in  two  seconds  and  finishing  with  one  drop 
in  four  seconds.  Finally  weigh  flask  I.  Designate  its  contents 
as  fraction  "E." 

The  weighing  flasks  are  not  cleaned  between  distillations. 
The  distilling  flasks  and  condenser  must,  however,  be  clean  and 
dry  for  each  new  fractionation. 

METHOD  OF  CALCULATION 

Call  last  fraction  to  95°  "E." 
Call  first  fraction  to  95°  "C." 
Call  fraction  95°  to  120°  "D." 
Call  fraction  to  130°  *'A." 
Call  fraction  130°  to  200°  "B." 

*^E''  is  equivalent  to  the  weight  of  the  true  benzene  content. 

'^D''  +  (^'C^'  -  "E'O  is  equivalent  to  the  weight  of  the  true 
toluene  content. 

ag,,  ^  (a^,,  -  "C^'  -  "D'O  is  equivalent  to  the  weight 
of  the  true  solvent  naphtha  content. 

In  order  to  figure  percentages  by  volume,  take  the  specific 
gravity  at  15°C.  of  fraction  "E''  for  the  benzene,  of  fraction 
''D''  for  the  toluene,  and  of  fraction  ''B"  for  the  solvent  naph- 
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tha,  and  make  the  necessary  calculations  to  percentages  by  vol- 
ume of  the  original  light  oil.  On  account  of  the  small  size  of  the 
distillates,  the  determination  of  specific  gravity  usually  will 
have  to  be  made  in  each  case  with  a  carefully  calibrated  pycnom- 
eter.  If  possible,  use  a  10  c.c.  pycnometer  fitted  with  a  ther- 
mometer.^ These  products  have  large  coefficients  of  expansion, 
which  necessitates  careful  and  rapid  weighing. 

Correction  for  Parafiin  Hydrocarbons. — In  some  cases  paraffin 
hydrocarbons  may  be  present  and  are  indicated  by  low  spe- 
cific gravities  of  the  fractions.  The  method  for  calculating  the 
percentage  of  non-aromatic  hydrocarbons  is  based  on  Rittman's 
suggestion.^  The  following  figures  are  for  the  specific  gravities' 
in  question: 

Specific  pavity  Aromatios  Non-aromatios 

at  15»C.  on 

Fraction  "E" 0.886  0.720 

Fraction  "D" 0.872  0.730 

Fraction  "B" 0.869  0.760 

The  specific  gravities  of  the  fractions  having  been  determined, 

let  X  =  per  cent,  of  aromatics  of  any  fraction  of  original  light  oil, 

Y  =  per  cent,  of  non-aromatics  of  any  fraction  of  original  light 

oil, 
Cr  =  sp.  gr.  determined, 
A  =  sp.  gr.  of  aromatic  fraction  when  pure, 
N  =  sp.  gr.  of  non-aromatic  constituents,  and 
P  =  per  cent,  of  original  light  oil  of  fraction  under  considera- 
tion. 

It  is  evident  that  the  foregoing  method  of  estimating 
l>enzene,  toluene,  and  solvent  naphtha  is  a  purely  arbitrary  one, 

» Or  use  the  Drushel  pycnometer  (U.  S.  Bureau  of  Mines  Bvtlletin  126, 
27),  described  on  page  45. 

*  Met.  Chem.  Eng.,  13  (1915),  682. 

'  Some  light  oils  contain  carbon  disulphide,  the  high  specific  gravity  of 
"which  may  mask  completely  the  presence  of  any  paraffins  in  the  benzol 
:fraction.  In  such  cases  the  amount  of  carbon  disulphide  must  be  deter- 
mined (G.  Lunqb's  **Coal-Tar  and  Ammonia,"  5th  ed.,  982)  and  a  suitable 
correction  applied. 
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and  it  may  be  open  to  some  criticism  on  this  account;  but  a 

considerable  amount  of  experience  with  it  has  shown  it  to  give 

satisfactory  results,  both  by  comparison  with  other  methods  and 

by  tests  on  artificial  mixtures  containing  known  quantities  of 

the  materials  in  question. 

The  following  table  (I)  shows  the  results  of  estimations  on 

samples  made  up  with  known  quantities  of  benzene,  toluene  and 

solvent  naphtha. 

Table  I 


Sample 
taken,  c.c. 

Actual  compoeition  of  mixturee 

Estimated  by  method 

Teat 

Beniene, 
per  cent. 

Toluene, 
per  cent. 

Solvent 
naphtha, 
per  cent. 

Benzene, 
per  cent. 

Toluene, 
per  cent. 

Solvent  naph- 
tha and  loes 
(by  diff.), 
per  cent. 

1 
2 
3 
4 
5 
6 

1 

99.40  ; 

88.06 
57.42 
98.98 
96.86 
63.25 

50.0 
67.5 
70.0 
75.0 
80.0 
45.0 

25.0 
17.5 
20.0 
15.0 
10.0 
40.0 

25.0 
15.0 

10.0 
10.0 
10.0 
15.0 

1 

49.85 
66.58 
69.37 
74.43 
80.04 
41. QO 

25.12 
17.63 
19.55 
14.71 
9.25 
43.69 

25.03 
15.79 
11.08 
10.86 
10.71 
15.31 

Test  6  is  illustrative  of  several  experiments  that  have  been 
made  which  show  that  the  method  is  not  applicable  to  mixtures 
containing  less  than  50  per  cent,  of  benzene.  In  cases  of  such 
mixtures,  if  a  higher  degree  of  accuracy  is  necessary,  the  fractions 
obtained  from  the  preliminary  distillation  are  mixed  together 
and  enough  pure  benzene  is  added  to  bring  the  composition  of 
the  sample  within  the  proper  limits. 

In  Table  II  are  presented  the  results  of  distilling  samples  at  a 

too  rapid  rate.     In  test  1  -the  last  fractionation  was  run  at  the 

rate  of  one  drop  per  second,  causing  the  separation  of  benzene 

to  be  inefficient.     Test  2  was  run  rapidly  throughout  all  the 

distillations. 

Table  II 


T 


Test 


!  Actual  composition  of  mixtures; 


Estimated  by  method 


Sample 
taken,  c.c. 


Benzene, 
per  cent. 


Toluene, 
per  cent. 


Solvent 
naphtha, 
per  cent. 


Bensene, 
per  cent. 


Toluene, 
per  cent. 


Solvent  naph- 
tha and  loss 
(by  diff.). 
per  cent. 


1 

2 

99.40 
95.83 

65.0 
70.0 

20.0 
15.0 

15.0 
15.0 

65.40 
73.92 

18.92 
13.13 

15.68 
12.95 
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In  Table  III  are  given  the  results  of  estimations  made  by  this 
method  compared  with  analyses  of  light-oil  samples  made  accord- 
ing to  the  method  of  Wilson  and  Roberts.^ 


Table  III 


Estimated  by  method  given 


Estimated  by  method  of  Wilson  and 
Roberts 


.  Per  cent, 
beniene 

1 

Per  cent, 
toluene 

Per  cent, 
solvent 

Teet    , 

1 
1 

Per  cent, 
beniene 

Per  cent, 
toluene 

Per  cent, 
solvent 

48.0 

20.2 

11.0 

1 

48.9 

19.8 

12.7 

40.0 

15.6 

*    •    •    • 

2 

41.4 

15.5 

6.2 

59.1 

16.1 

11.2 

3 

60.0 

15.3 

9.0 

44.1 

15.9 

8.5 

4 

45.8 

15.2 

6.2 

33.0 

30.2 

11.7 

5 

36.0 

28.0 

11.4 

Test  5  shows  results  obtained  from  an  oil  containing  too  high 
a  percentage  of  toluene  for  efficient  fractionation  by  the  method 
given.  The  benzene  content  should  have  been  increased  by  the 
addition  of  a  known  quantity  of  c.  p.  benzene,  but  this  was  not 
done  in  this  test. 

Approximate  Estimation  from  the  Boiling-Point  Tests. — It  is 
interesting  to  note  that  a  quick  approximate  estimation  of  the 
relative  proportions  of  benzene,  toluene  and  solvent  naphtha  in 
Ught  oils  of  ordinary  composition  may  be  made  directly  from 
the  results  of  the  usual  *' boiling-point  tests."  The  results  are 
of  considerable  value  to  the  practical  benzol-plant  operator.  The 
method  of  making  these  tests  is  described  on  page  218. 

The  benzene  is  taken  as  the  average  of  the  amounts  distilling 
at  95°  and  100°C. 

.  The  toluene  is  taken  as  the  amount  distilled  between  100°  and 
120°C. 

Solvent  naphtha  is  taken  as  %  of  the  amount  distilling  between 
120°  and  180°C.  on  unwashed  materials,  and  as  the  amount  dis- 
tilled between  120°  and  180°C.  on  washed  materials. 

In  the  case  of  light  oils  containing  much  over  60  per  cent,  of 
benzene,  the  percentage  of  toluene  as  estimated  by  this  method  will 
be  considerably  too  low.  When  samples  contain  much  over  20 
per  cent,  of  toluene,  the  percentage  of  toluene  as  estimated  by  the 
method  will  be  considerably  too  high  (see  Table  V).     We  have 

^  J.  Oaa  Ltg.,  May  2,  1916. 
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found  it  to  hold  fairly  good  when  light  oils  contain  from  45 
per  cent,  to  60  per  cent,  of  benzene,  and  from  10  per  cent,  to  20 
per  cent,  of  toluene. 

Thus  suppose  we  have  a  light-oil  sample  which  gives  the  follow- 
ing results  by  the  "boiling-point  tests:" 


Temperature 

100° 
120° 
180° 


Per  cent,  of  total  light 
oil  dlBtilling 

54 
60 
78 
90 


Then  the  percentage  of  benzene  is  the  average  of  54  and  60  = 
57  per  cent. 
The  percentage  of  toluene  is  78  —  60  =  18  per  cent. 
The  percentage  of  solvent  naphtha  is  90  —  78  =  12  per  cent. 


Table  IV 


Results  of  tests  of  known  mixtures  containing  correct  proportions  of 
benzene,  toluene  and  solvent  for  estimation  by  boiling-point  method. 


Made  up  from  pure  materials 


No. 

1 
2 
3 
4 


Per  cent, 
benzene 


60 
55 
50 
45 


Per  cent, 
toluene 


10 
20 
20 
15 


Per  cent, 
solvent 


10 
15 
15 
15 


Per  cent. 

petroleum 

wash  oil 


20 
10 
15 
25 


Estimated  by  "  boiling-points ' 


Per  cent, 
beniene 


Per  cent, 
toluene 


Per  cent, 
solvent 


57.0 

9 

52.0 

17 

46.5 

17 

44.5 

14 

8 
14 
13 
14 


Table  V 

Results  of  tests  of  known  mixtures  containing  incorrect  proportions 
benzene,  toluene  and  solvent  for  estimation  by  boiling-point  method. 


Made  up  from  pure  materials 


No. 

1 

2 
3 


;   Per  cent. 
-   —     _____  petroleum ^  — 

Per  cent.   .   Per  cent.      Per  cent.       wash  oil    .   Per  cent, 
benzene        toluene         solvent    i  beniene 


Estimated  by  '^boUinc-poliitt*  * 


70 
30 
20 


15 
50 
60 


10 
20 
20 


71.0 
9.0 
0,6 


Pereeat. 

tollMIM 


9.0; 
66.0 
83  ^ 


$ 


BENZOL-RECOVERY  PLANT  OPERATION 


215 


Table  VI 
Comparison  with  fractionations,  actual  coke-oven  light  oils  used. 


Fractionated  by  method  of  Wilson 

m.nA  RnhArt.ii 

Estimated  by  "boiling-points" 

No. 

Per  cent, 
beniene 

Per  cent, 
toluene 

Per  cent, 
solvent 

Per  cent, 
bensene 

Per  cent, 
toluene 

Per  cent, 
solvent 

1 

47.5 

15.7 

8.9 

48.0 

14 

9 

2 

47.0 

14.0 

6.0 

46.0 

14 

9 

3 

46.3 

13.8 

6.0 

48.0 

13 

9 

4 

44.5 

15.3 

7.6 

45.5 

14 

9 

5 

41.4 

\           xO . O                      ... 

1 

40.5 

1 

14 

10 

It  will  be  seen  from  Table  IV  that  the  percentages  of  light-oil 
constituents  as  estimated  by  the  "  boiling-poinf  test  run  some- 
what lower  than  the  true  values.  However,  on  an  unwashed 
coke-oven  light  oil,  this  test  will  give  values  that  check  the  real 
<iomposition  somewhat  more  closely  (c/.  Table  VI).  But  even 
then  about  1  per  cent,  should  be  added  to  the  toluene  as 
determined. 

Other  methods  for  the  analysis  of  light  oil  will  be  summarized 
:f  or  comparison.  We  have  used  all  these  methods  and  found  them 
"to  give  good  results  when  proper  care  is  exercised  in  carrying  out 
"the  distillations,  but  they  all  have  their  limitations  in  that  they 
Tequire  comparatively  large  samples. 

James^  distils  250  c.c.  of  the  oil  to  140°C.  and  through  a  six- 
l)ulb  LeBel-Henninger  column  (other  eflBcient  columns  may  be 
xised).  The  distillate  then  is  distilled,  catching  six  fractions, 
-viz.:  to  90^C.,  90^  to  lOO^C,  100°  to  109°C.,  109°  to  112°C., 
112°  to  120°C.,  and  residue  at  120°C.  All  these  fractions, 
except  the  first  and  last,  are  redistilled,  using  a  column  as  before. 
^11  that  distils  below  110.6°  is  placed  with  the  first  fraction,  and 
4all  above  that  with  the  last.  This  gives  essentially  a  mixture  of 
lenzene  and  toluene  in  the  first  case,  and  of  toluene  and  xylene 
in  the  second.  A  boiling-point  determination  of  each  of  the  two 
:*raction8  then  is  made  and  the  percentage  of  toluene  estimated 
:ffrom  tables  given.  Figures  are  presented  showing  the  percen- 
tage of  toluene  in  artificial  mixtures  as  compared  with  the  per- 
centage estimated  by  the  method.  On  the  whole,  very  good 
:^:'esult8  were  obtained,  but  this  method  would  not  be  so  applicable 
^o  quantities  as  small  as,  say,  50  c.c. 

»  J.  Soc.  Chem.  Ind,,  35,  236;  J.  Gas  Ltg.,  133,  531. 
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Dyke  Wilson  and  Ivan  Roberts  have  described^  the  following 
method  for  the  determination  of  benzene,  etc.: 

Approximately  two  liters  of  oil  are  used.     The  oil  is  purified 
by  washing  with  sulphuric  acid,  then  soda,  and  the  product  is 
distilled  with  steam.     This  purified  oil  is  placed  in  the  still. 
The  still  is  provided  with  a  40-in.  Hempel  column  filled  with  glass 
balls  for  36  in.     Attached  to  the  top  of  the  Hempel  column  is  an 
efficient  vertical  reflux  condenser.     By  adjusting  the  temperature 
of  the  bath  of  the  reflux,  any  degree  of  dephlegmation  desired 
may  be  attained.    Benzene  is  taken  as  the  amount  distilling  to 
81°C.  plus  benzene  in  the  intermediates.     Toluene  is  taken  &s 
the  amount  distilling  between  109°  and  111.5°C.  plus  toluene  in 
the  intermediates.    Percentages  in  the  intermediates  are  esti- 
mated from  boiling  determinations  in  a  side-neck  flask  and  com- 
parison with  tables.     Solvent  naphtha  is  taken  as  the  difference 
between  the  amount  of  washed  oil  charged  and  the  benzene  and 
toluene  as  determined,  less  any  distillation  losses.     Tempera- 
tures are  measured  by  an  accurate  thermometer  graduated  in 
fifths  of  degrees,  inserted  vertically  in  the  top  of  the  column  above 
the  reflux.     The  advantages  of  this  method  are  that  it  gives 
large  volmnes  of  pure  materials,  only  about  4  per  cent,  of  the 
total  washed  oil  being  in  the  form  of  intermediates. 

Egloff  uses  a  large  sample  (approximately  two  liters),^  which 
is  placed  in  a  copper  still  of  al^out  4  liters  capacity.  The  column 
is  about  8  ft.  in  length,  made  up  of  six  sections  of  ^-in.  iron  pipe, 
1  ft.  each  in  length,  with  a  top  section  18  in.  in  length.  Sec- 
tions are  connected  by  means  of  sleeves.  Between  adjacent  sec- 
tions there  is  a  30-mesh  iron  gauze,  used  as  a  diaphragm  to 
support  an  8-in.  column  of  2-in.  glass  rods  of  3'^-in.  diameter. 
Above  each  section  of  glass  rods  a  }^iAn.  iron  pipe  is  screwed  into 
the  column,  which,  in  turn,  is  screwed  into  a  3^-in.  main  running 
down  the  outside  of  the  column.  This  main  at  the  lower  end 
passes  into  the  still,  the  lower  end  being  just  above  the  bottom, 
forming  a  seal  when  the  light  oil  is  charged.  This  small  pipe  then 
acts  as  a  reflux  for  each  of  the  sections.  A  thermometer  is 
placed  in  the  top  of  the  column. 

Distillation  is  conducted  at  a  rate  of  two  drops  per  second. 
The  amount  distilling  to  95°C.  is  taken  as  benzene,  the  amoimt 

^Ga^  Record,  March,  1916;  J,  Gas  Ltg.,  May  2,  1916.     This  procedure 

sometimes  is  referred  to  as  the  Laclede  method. 
^  Met.  Chcm.  Eng.,  16,  259. 
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from  95°  to  125°C.  as  toluene,  and  the  amount  from  125°  to 
165°C.  as  the  solvent  naphtha  present  in  the  starting  mixtures. 
Various  tables  are  given  which  show  the  eflScieney  of  the  frac- 
tionation and  the  accuracy  which  can  be  expected. 

EgloSF  purifies  the  oil  before  fractionation  by  washing  with 
sulphuric  acid  and  soda,  and  then  steaming  with  Uve  steam  to 
180°C.  This  oil  distillate  is  dried  and  placed  in  the  still  for 
fractionation.  Paraffins  are  estimated  from  the  gravity  of  the 
fractions  obtained. 

Rittman^  has  described  a  method  for  the  determination  of 
benzene  in  light-oil  mixtures  by  nitration. 

METHOD  FOR  THE  DETERMINATION  OF  WASH  OIL  IN  LIGHT  OIL 

Take  a  one  liter  sample  of  light  oil  (noting  the  temperature  at 
which  it  is  measured)  and  place  in  a  steam-still  of  about  one  gal- 
lon capacity.  After  making  sure  that  all  joints  and  connections 
are  tight,  dry-distil  to  120°C.  Then  introduce  steam,  keeping 
the  temperature  between  120°  and  130°C.  Distil  until  400  c.c. 
of  water  have  passed  over.  The  apparatus  is  arranged  as  shown 
in  Fig.  84,  except  that  a  one-liter  separatory  funnel  is  used. 
It  is  well  to  place  an  asbestos  guard  or  shield  between  the  separa- 
tory funnel  and  the  flame,  to  minimize  the  danger  of  fire.  After 
distillation,  the  light-oil  distillate  is  brought  to  the  same  tempera- 
ture as  the  sample  as  first  measured,  and  its  volume  is  determined 
by  means  of  a  graduate.  The  volume  of  the  oil  left  in  the  still 
also  is  measured.  This  volume  added  to  that  of  the  distillate 
should  equal  1000  c.c.  if  the  still  is  drained  carefully.  The 
discrepancy  should  not  exceed  5  c.c.  This  residual  oil  is  cooled 
to  15°C.  and  the  naphthalene  is  filtered  off  by  suction;  after 
drying  as  well  as  possible,  the  loss  in  volume  of  the  oil  is  noted. 

A  fresh  sample  of  wash-oil  of  the  same  type  used  in  scrubbing 
the  gas  for  light  oil  is  taken  for  a  blank. 

Take  1000  c.c.  of  this  for  a  sample.     Distil  at  12a-130°C.  in 
the  same  apparatus  until  400  c.c.  of  water  have  passed  over  (as 
in  the  light  oil  distillation).     Measure  the  volume  of  distillate 
and  calculate  the  amount  of  residue  by  difference. 
Calculations. 

Let  A  =  per  cent,  of  oil  residue  (corrected  for  naphthalene)  from 
first  distillation. 

1  Ibid,,  1916,  682. 
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Let  B  =  per  cent,  of  oil  residue  from  blank  (second)  distillatiL^iii- 
Then:  per  cent,  of  wash  oil  in  sample  =  n 

METHOD  FOR  THE  BOILING-POINT  TESTS  OF  BENZOLS* 

An  interesting  chapter  could  be  written  descriptive  of     ^e 
evolution  and  standardization  of  the  boiling-point  test  whicfc:!  is 
in  universal  use  by  all  makers  and  users  of  the  various  bene  ^ds- 
It  is  not,  however,  our  purpose  to  do  this,  but  we  shall  give   ^h© 
details  of  the  method  that  we  are  employing  at  present,  in    <he 
belief  that  some  of  these  details — which  have  hitherto  b^^en 
omitted  in  the  descriptions  of  this  method  published  in  vari^^vis 
American  books  and  journals — may  be  found  in  convenient  fo^*''^ 
to  include  in  standard  specifications. 

The  European  method — which  is  mentioned  several  times  *^ 
our  description — may  be  foimd  in  Lunge's  "Coal-Tar  and 
monia,"  4th  Am.  ed.,  755.  The  American  method  has 
described  by  S.  R.  Church  (J.  Ind.  Eng.  Chem.,  3  (1911),  22'3r3- 
A  niunber  of  modifications  have  been  adopted  more  or  less  wid^Ij^^* 
such  as  the  substitution  of  the  standard  Engler  flask  for  tfc^^ 
200-c.c.  Jena  flask,  and  it  is  probable  that  the  most  up-to-d»tr— -^ 
description  of  the  method  is  that  given  in  the  "Gas  Chemist^^ 
Handbook,''  recently  published  by  the  American  Gas  Institut^^ . 
(page  180).  It  is  stated  that  the  method  in  the  **Handbook"  is^^ 
adapted  with  some  modification  from  the  report  of  Sul 
Committee  D-1,  American  Society  for  Testing  Materials,  1915. 
In  the  notes  appended  to  our  description,  reference  will  be  made 
both  to  the  A.-G.  I.  and  the  A.  S.  T.  M.  committee  report.^ 

After  experience  with  both  the  European  and  the  American        ^ 
methods,  there  can  be  no  hesitation  in  stating  that  the  latter  I 

is  superior,  but  it  still  has  the  fault  that  many  of  its  essential 
details  have  not  been  standardized  with  sufficient  precision. 

Flask. — The  flask  used  is  the  Engler  flask,  as  described  on  pages 
12  and  54.  The  flask  is  of  globular  shape,  6.5  cm.  in  diameter, 
with  a  cylindrical  neck,  1.6  cm.  in  internal  diameter  and  15  cm.  in 
length.  Half  way  up  the  side  of  the  neck  a  vapor  tube  of  not  less 
than  5  mm.  internal  diameter  and  not  less  than  10  cm.  nor  more 
than  12  cm.  in  length  extends  at  an  angle  of  75°  downward  to  the 

^  See  also  the  standard  method  for  testing  paint  thinners  other  than 
turpentine  in  the  Apyevdix^  page  343. 
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condenser.  The  junction  of  the  vapor  tube  with  the  neck  of  the 
flask  is  9  cm,  above  the  surface  of  the  oil  when  the  flask  con- 
tains its  charge  of  100  c.c.  of  oil. 

Note:  Redwood's  description,  as  quoted  by  the  A.  G.  I.  and 
the  A.  S.  T.  M.,  omits  the  position  and  diameter  of  the  vapor 
tube,  both  of  which  are  important.  With  a  vapor  tube  too  long 
or  too  constricted  -in  diameter,  a  pressun;  is  produced  within 
the  flask  during  distillation,  which  has  a  material  effect  on  the 
boiling-point. 

Condenser. — The  condenser  tube  (see  Fig.  S7)  consists  of  a 
straight  piece  of  thin  glass,  24  in.  in  length,  having  an  inside 


Fio.  87. — Condeneer  arrangad  with  flaak  and 


diameter  of  ^  in.  throughout.  There  are  no  constrictions  or 
irregularities  in  the  condenser  tube.  The  tube  is  fitted  with  a 
15-in.  jacket  having  connections  for  cold  water.  The  tubulature 
of  the  distilling  flask  is  inserted  through  a  tightly-fltting  cork  2 
in.  into  the  condenser  tube. 

NoTBs:  The  A.  G.  I.  specifies  a  tube  of  thin  glass,  24  in.  in 
length.  It  does  not  specify  diameter  of  tube  or  length  of 
jacket.  The  form '  of  condenser  Is  objectionable  because  the 
enlarged  adapter  holds  a  small  amount  of  benzene  and  cannot  be 
thoroughly  drained  in  the  position  shown.  The  side-neck  of  the 
distilling  flask  should  project  some  little  distance  beyond  the  cork, 
instead  of  being  flush  with  the  cork.  The  A.  S.  T.  M.  condenser 
is  of  the  trough  type,  15  in.  long,  having  a  tube  of  thin  brass,  J^  in. 
in  internal  diameter  by  22  in.  long.    The  lower  end  of  the  condenser 
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is  cut  oflf  at  an  acute  angle  and  is  curved  down  for  a  length  of  3 
in.,  so  as  to  project  at  least  3^^  in.  into  the  100-c.c.  cylinder  used 
as  a  receiver.  A  pasteboard  cover  should  be  placed  over  the 
top  of  the  cylinder  and  surrounding  the  condenser  tube.  The 
choice  between  the  trough  and  the  ordinary  Liebig  condenser 
jacket  is  simply  a  matter  of  personal  preference.  The  same  is 
true  of  the  choice  between  glass  and  brass  for  the  condenser  tube. 
In  using  the  trough,  arrangements  should  be  made  for  continuous 
circulation  of  water.  In  benzol  work  it  is  not  necessary  to 
have  the  end  of  the  tube  curved,  as  recommended  by  the  A.  S.  T. 
M.,  and  the  straight  tube  considerably  facilitates  cleaning. 

Burner. — A  standard  bunsen  burner  having  separate  adjust- 
ments for  regulating  the  supply  of  gas  and  air  is  used.  The  open- 
ing at  the  top  of  the  burner  is  of  ^^  in.  diameter.  When  making 
distillations  the  flame  of  the  burner  must  be  so  regulated  as  to  be 
blue  at  any  portion  of  the  top. 

Notes:  A.  G.  I.  and  A.  S.  T.  M.  give  no  specifications.  The 
burner  recommended  is  the  one  most  commonly  used  in  this  work. 
The  specification  regarding  the  character  of  the  flame  is  borrowed 
from  European  specifications,  and  is  good  practice,  since  a  smoky 
flame  may  give  unsatisfactory  results. 

Furnace. — The  flask  rests  on  an  asbestos  slab,  ^  in.  thick  and  6 
in.  square,  having  a  circular  hole  1  in.  in  diameter  in  its  center. 
The  furnace  is  cylindrical  in  shape,  5  in.  in  diameter  and  8  in. 
tall.  It  has  four  round  holes — 1  in.  in  diameter — equally  spaced 
around  the  top,  located  3^^  in.  below  the  top,  for  the  escape  of 
products  of  combustion. 

Notes:  A.  G.  I.  specifies  a  13^^-in.  opening  in  the  asbestos. 
A.  S.  T.  M.  specifies  a  13^^-m.  opening.  The  Barrett  Company's 
laboratories  have  found  a  1-in.  opening  much  more  satisfactory, 
and  our  own  tests  confirm  this.  The  following  comparisons 
may  be  of  interest : — 

It  can  be  seen  readily  from  these  data  that  the  1-in.  opening 
is  the  better  size,  for  the  following  reasons: 

1.  With  a  1-in.  opening  it  is  difficult  to  drive  over  the  first 
drop  too  rapidly,  and  different  operators  will  not  vary  greatly. 

2.  It  is  almost  impossible  to  run  the  distillation  too  fast. 

3.  With  only  a  1-in.  opening  the  dry-point  is  obtained  much 
more  easily  in  the  case  of  pure  products,  for  the  tendency  to 
superheat  is  reduced  greatly.  A  larger  oj:ening  is  necessary  for 
higher  boiling  materials. 
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Using  a  l^-in.  opening  in  the  asbestos  flame-guard. 


Jena  flask 


Engler  flask 


First  drop . . 
5  per  cent . 
10  per  cent. 
20  per  cent . 
30  per  cent. 
40  per  cent . 
50  per  cent . 
60  per  cent . 
70  per  cent . 
80  per  cent. 
90  per  cent . 
Dry 


79.72 

80.12 

80.22 

80.32 

80.32 

80.32 

80.32 

80.32 

80.33 

80.37 

80.42. 

81.02 


79.65 
80.15 
80.25 
70.27 
80.30 
80.33 
80.35 
80.35 
80.35 
80.35 
80.45 
81.25 


Using  a  l-in.  opening  in  the  asbestos  flame-guard. 


Jena  flask 


First  drop . 

5  per  cent 

10  per  cent 

20  per  cent 

30  per  cent 

40  per  cent 

50  per  cent 

60  per  cent 

70  per  cent 

SO  per  cent 

90  per  cent 

iDry 


Englcr  flask 


79.87 

80.01 

80.22 

80.33 

80.34 

80.35 

80.36 

80.36 

80.36 

80.36 

80.36 

80.36 

80.36 

80.36 

80.36 

80.36 

80.36 

80.36 

80.37 

80.36 

80.38 

80.37 

80.41 

80.44 

The  shield  recommended  in  the  A.  G.  I.  "Handbook"  is 
lansatisfactory  because  it  would  be  almost  impossible  to  deter- 
Unine  the  '*dry-poinf  satisfactorily. 

The  one  recommended  by  A.  S.  T.  M.  is  rather  cumbersome. 

The  shield  recommended  above  is  copied  after  European 
practice  and  has  always  given  very  good  results. 

Receiver. — An  ordinary  100-c.c.  graduate  (graduated  in  1  c.c.) 
is  used  for  the  receiver.  The  graduations  must  be  cut  distinctly. 
The  graduate  should  be  approximately  1  in.  in  diameter.  The 
mark  for  each  10  c.c.  should  be  longer  than  the  intermediate 
markings  and  should  be  numbered  plainly. 
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Note:  This  is  essentially  the  same  as  specified  by  the  A.  G.  I. 
and  the  A.  S.  T.  M.,  but  the  specifications  have  been  made  more 
definite. 

Thermometer. — All  distillation  thermometers  are  made  of  re- 
sistance glass  of  a  quality  equivalent  to  suitable  grades  of  Jena 
or  Corning  makes,  and  are  annealed  thoroughly.  They  are 
filled  above  the  mercury  with  inert  gas  which  will  not  act  chemic- 
ally on  or  contaminate  the  mercury.  The  pressure  of  the  gas 
is  sufficient  to  prevent  separation  of  the  mercury  column  at  all 
temperatures  of  the  scale.  There  is  a  reservoir  above  the  final 
graduation  large  enough  so  that  the  pressure  will  not  become 
excessive  at  the  highest  temperatures.  The  thermometer  is 
finished  at  the  top  with  a  small  glass  ring  or  button  suitable  for 
attaching  a  tag.  Each  thermometer  has — for  identification — 
the  maker's  name  and  a  serial  nimiber. 

For  the  boiling  determination  of  crudes  and  solvent  naphthas 
the  thermometer  is  graduated  from  (f  to  400°C.  at  intervals  of 
degrees  Centigrade.  Every  fifth  graduation  is  longer  than  the 
intermediate  ones,  and  every  tenth  graduation  beginning  at 
zero  is  numbered.  The  graduation  marks  and  numbers  con- 
form to  the  following  dimensions: 

Total  length,  mm.  385,  maximum. 

Diameter  of  stem,  mm.  7;  tolerance  0.5. 

Diameter  of  bulb,  mm.  5,  minimum,  and  not  exceeding  that  of  stem,. 

Length  of  bulb,  mm.  12.5;  tolerance  2.5. 

Distance,  0°  to  bottom  of  bulb, 

mm.  30;  tolerance  5. 

Distance,  0°-400°.  295;  tolerance  10. 

The  accuracy  of  the  thermometer,  when  delivered  to  the 
purchaser,  is  such  that,  when  tested  at  full  immersion,  the  maxi- 
mum error  from  0°  to  200°C.  does  not  exceed  0.5°;  200°-300*'C., 
1°C.;  and  300°-375°C.,  1.5°C.  The  sensitiveness  of  thethermom- 
eter  is  such  that,  when  taken  at  a  temperature  of  26®C.  and 
plunged  into  a  free  flow  of  steam,  the  meniscus  passes  the  90®C. 
mark  in  not  more  tl^n  6  seconds. 

For  the  boiling  determination  of  pure  benzene  and  pure  tolu- 
ene the  thermometer  is  graduated  from  70°  to  120°C.  at  inter- 
vals of  Ho°C.  Each  graduation  for  half  degrees  is  longer  than 
the  intermediate  ones,  and  each  degree  beginning  at  70°C.  is 
numbered.     The  graduation  marks  and  numbers  are  clear  cut 
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and  distinct.    The  thermometer  conforms  to  the  following  di- 
mensions: 

Total  length,  mm 460,  maximum. 

Diameter  of  stem,  mm 7;  tolerance  05. 

Diameter  of  bulb,  mm 5,  minimum,  and  not  exceeding  that 

of  stem. 

Length  of  bulb,  mm 12.5;  tolerance  2.5. 

Distance,  70'*C.  to  bottom  of  bulb,  • 

mm 95;  tolerance  5. 

Distance,  TO'^C.  to  120°C.,  mm 330;  tolerance  10. 

The  thermometer,  when  delivered  to  the  purchaser,  is  fm'nished 
with  a  calibration  sheet  by  the  maker,  with  corrections  at  80°C. 
and  110°C.,  together  with  the  diflFerence  between  the  expansion 
of  the  mercury  and  glass  used,  for  making  the  correction  for 
emergent  stem.  All  thermometers  are  calibrated  for  total 
immersion. 

Notes:  The  thermometer  for  the  determination  of  crude  ma- 
terials is  the  same  as  specified  by  the  A.  G.  I.,  and  has  some  slight 
differences  from  the  A.  S.  T.  M.  description.  It  is  necessary, 
in  addition  to  this,  to  have  a  very  accurate  thermometer  for 
tests  of  pure  benzols.  We  have  found  the  thermometer  described 
above  to  be  very  much  more  satisfactory  than  the  one  described 
on  page  187  of  the  A.  G.  I.  "Handbook."  Most  specifications 
for  pure  benzene  call  for  a  range  of  2°.  A  single  interval  on  the 
sgale  of  the  A.  G.  I.  thermometer  amounts  to  10  per  cent,  of  this 
range,  and  the  graduations  are  so  close  that  it  is  difficult  to  in  er- 
polate  satisfactorily. 

Method  of  Distillation. — The  flask,  connected  with  the  con- 
denser, is  filled  with  100  c.c.  of  the  material  at  15.5°C.,  which  is 
measured  in  the  100-c.c.  receiving  cylinder.  The  same  cylinder 
may  be  used  without  drying  as  the  receiving  vessel  for  the  dis- 
tillate. The  thermometer  is  inserted  through  a  tightly  fitting 
cork  in  the  neck  of  the  flask,  so  that  the  top  of  the  thermometer 
button  will  be  on  a  level  with  the  bottom  of  the  side  outlet  in 
the  neck  of  the  flask  and  in  the  center  of  the  neck.  The  distil- 
lation proceeds  at  a  rate  of  not  less  than  4  nor  more  than  5  c.c. 
per  minute  into  the  receiving  cylinder.  The  flask  must  be  heated 
very  slowly  just  before  the  first  drop  comes  over,  in  order  that 
the  thermometer  will  register  the  correct  temperature.  The 
temperature  at  which  the  first  drop  leaves  the  end  of  the  con- 
denser is  considered  the  initial  boiling  point.     In  testing  pure 
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benzols  and  refined  naphthas,  the  distillation  is  continued  until 
the  last  drop  is  vaporized,  when  a  puff  of  white  vapor  usually 
appears  in  the  bottom  of  the  flask.  The  temperature  at  this 
point  is  considered  the  end-  or  dry-point  of  the  distillation.  The 
total  yield  of  distillate  should  not  be  less  than  97  per  cent. 

Notes:  In  making  tests  of  pure  benzene,  toluene,  xylene  and 
refined  naphthas,  it  is  our  practice  to  record  the  following  tem- 
f>erature  readings:  First  dr&p,  5  per  cent.,  10  per  cent.,  and  each 
10  per  cent,  thereafter  to  the  dry-point.  The  intermediate  read- 
ings may  be  omitted  at  discretion,  but  often  serve  a  useful  pur- 
pose in  benzol  plant  operation.  In  tests  of  light  oils,  it  is  our 
practice  to  record  the  following  readings:  Temperature  of  the 
first  drop  and  per  cent,  of  distillate  at  the  following  temperatures: 
80°C.,  95°C.,  100°C.,  120°C.,  150°C.,  180°C.,  and  200°C.  In  case 
the  dry-point  should  come  before  any  of  the  above  temperatures 
are  reached,  this  is  recorded  and  the  distillation  discontinued. 
Doubtful  products  and  residues  are  distilled  in  a  200-c.c.  glass 
flask  similar  to  Fig.  85,  using  a  100-c.c.  sample  and  a  ther- 
mometer having  a  range  between  70°  and  400°C.  Tempera- 
tures are  recorded  for  the  following:  5  c.c,  10  c.c,  20  c.c,  30  c.c, 
40  c.c,  50  c.c,  60  c.c,  70  c.c,  80  c.c,  90  c.c,  and  95  c.c.  In  the 
case  of  the  still  residues,  the  distillation  is  stopped  when  the  oil 
becomes  extremely  thick  and  viscous.  In  making  boiling-point 
tests  of  refined  or  pure  benzols,  it  is  often  important  that  correc- 
tions for  emergent  stem  and  barometric  pressure  be  made.  In 
the  case  of  crude  materials  this  is  not  so  essential. 

Emergent  Stem  Correction. 
Let  C  =  Number  of  degrees  Centigrade  to  be  added  to  the  ob- 
served temperature. 
N  =  Number  of  degrees  of  the  stem  exposed. 
T  =  Average  temperature  of  the  bulb. 
t  =  Average  temperature  of  the  stem. 
K  =  Correction  factor  for  the  thermometer  (i.e.,  the  differ- 
ence between  the  coeflScients  of  expansion  of  mercur: 
and  glass). 
Then:  C  =  KN  (T  -  t). 
For  example: 

Observed  temperature  =  80°C. 

Steam  temperature  =  25°C. 

Degrees  emerging  (from  top 
flask  to  80°C.)  =  15°C. 
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Thermometer  coeflScient  =  0.000154. 

80°C.  -  25°C.  =  55°C. 

15^  X  55°  X  0.000154  =  0.12787  =  0.13°C. 
Temf>erature  corrected  for 

emergent  stem  =  80.13°C. 

Barometric  Pressure  Correction. — The  difiference  of  tempera- 
ture for  each  millimeter  between  720  mm.  and  780  mm.  is  in 
the  case  of: 

Benzene 0.043 

Toluene 0.047 

Xylene 0.052  • 

50  per  cent,  benzol 0 .  0461 

90  per  cent,  benzol 0 .  0453 

Far  example:  If  the  barometer  reading  is  754.7  mm.  (at  0°C.) 
and  the  thermometer  (corrected  for  emergent  stem)  is  80.13  in 
the  case  of  benzene: 
760  -  754.7  =  5.3  mm. 
0.043  X  5.3  =  0.2279  =  0.23°C.  to  be  added. 
80.13°  +  0.23°  =  80.36°C.  corrected  temperature. 

Note:  It  must  be  borne  in  mind  that,  if  the  barometer  reads 
^bove  760  mm.,  the  barometric  correction  must  be  subtracted. 

METHOD  FOR  DETERMINING  THE  SPECIFIC  GRAVITIES  OF 

BENZOLS 

For  routine  purposes  the  test  is  made  by  means  of  a  Westphal 
l>alance. 

Cool  the  oil  to  about  12°C.,  rinse  out  the  cy Under  with  a  por- 
'tion  of  the  oil;  suspend  the  plummet  from  the  balance  into  the 
ylinder,  and  fill  the  latter  with  the  cold  oil.    When  the  tem- 
erature,  as  shown  by  the  plummet  thermometer,  is  almost  15.5° 
.,  place  weights  on  the  beam  and  adjust  rapidly  at  15.5°C.     The 
pacific  gravity  may  be  determined  by  a  suitable  pycnometer,  but 
xtra  precautions  have  to  be  taken  on  account  of  the  high  coefli- 
ients  of  expansion  of  the  benzols. 

ULPHURIC  ACID  COLOR  TEST  FOR  BENZOL,  TOLUOL,  SOLVENT 

NAPHTHA,  ETC. 

The  set  of  color  standards  consists  of  fifteen  sealed  tubes 
pproximately  1  in.  in  diameter,  each  containing  one  of  the  solu*- 
't^ions  made  up  as  given  below. 

1A 
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When  making  a  test  for  amount  of  acid  washing,  a  glassHstop- 
pered  weighing  bottle,  about  1  in.  in  diameter  and  2^  in.  high; 
is  used  (E.  H.  Sargent  No.  8020-  Sufficient  concentrated  siil- 
phuric  acid  is  put  in  to  fill  ^  of  the  bottle,  and  then  3  times  as 
much  of  the  sample  to  be  tested  is  added.  Shake  thoroughly 
for  15  to  20  sec,  and  allow  to  stand  for  specified  time.  Compare 
the  resulting  color  of  the  acid  layer  with  the  standard  set,  and 
determine  to  which  number  it  corresponds. 

In  pure  benzene  and  pure  toluene  testing,  the  benzene  or 
toluene  layer  must  remain  white,  and  the  color  of  the  acii 
layer,  after  standing  15  min.,  must  not  be  darker  than  No.  4. 

For  90  per  cent,  benzol  and  all  grades  of  benzol  and  toluol  otheK 
than  pure,  the  benzol  and  toluol  layer  must  remain  white  and  thi 
color  of  the  acid  layer,  after  standing  15  min.,  must  not  be  darke: 
than  No.  6. 

For  solvent  naphtha  the  acid  layer  color  only  is  noted.    Afte^^  =^ 
5  min.  standing  it  must  not  be  darker  than  No.  14. 

In  making  the  test  it  is  customary  to  take  the  color  of  the  mi 
portion  of  the  acid,  and  should  a  darker  ring  form — ^just  beloi 
the  benzol  or  toluol — this  is  disregarded. 

The  following  basic  solutions  are  used  in  making  the  standards'-^ 

(A)  59.4965  g.  C0CI2.6H1O  i^nickel-free)  is  made  up  to  1000  c.c.  with     ^ 
mixture  of  25  c.c.  31  per  cent.  HCl  and  975  c.c.  H|0. 

(B)  45.054  g.  FeCl,.6H,0  made  up  to  1000  c.c.  with  a  mixture  of  25  c.c=r- 
31  per  cent.  HCl  and  975  c.c.  H»0. 

(C)  3.5  volumes  of  solution  A  +  36.5  volumes  solution  B  +  90  volume* 
of  H,0. 

{D)  3.5  volumes  of  solution  A  +  36.5  volumes  of  solution  B  (no  wat^*" 
is  added). 

(E)  Solution  of  K,Cr04,  saturated  at  21**C. 

(F)  1  volume  of  a  solution  of  KjCrjO?  saturated  at  21"C.  +  1  volume  ^^f 
H,0. 

As  standard  color  solutions  to  be  used  for  comparison  th^ 
following  are  made  up  and  numbered  from  0  to  14: 

No.  0.  Pure  water. 

No.  1.  1  volume  of  solution  C  -f  1  volume  of  HjO. 

No.  2.  5K  volumes  of  solution  0  +  2  volumes  of  HfO. 

No.  3.  Solution  C  as  such. 

'  One-ounce  glass-stoppered   "French  Squares"  usually  are 
We  have  found  that  the  round  bottles  with  straight  sides  are  easier  to  ol( 
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No.    4.  1  volume  of  solution  D  +  1  volume  of  HfO. 

No.    5.  5H  volumes  of  solution  D  +  2  volumes  of  H2O. 

No.    6.  Solution  D  as  such. 

No.    7.  5  volumes  of  solution  E  +  2  volumes  of  H2O. 

No.    8.  Solution  E  as  such. 

No.    9.  7  volumes  of  solution  E  +  K  volume  of  Rolution  F. 

No.  10.  6>i  volumes  of  solution  E  +  1  volume  of  solution  F. 

No.  11.  Syi  volumes  of  solution  E  +  2  volumes  of  solution  F. 

No.  12.  1  volume  of  solution  E  +  1  volume  of  solution  F. 

No.  13.  2  volumes  of  solution  E  +  5  volumes  of  solution  F. 

No.  14.  Solution  F  as  such. 

TBSTS  OF  WASHED  BENZOL 

1*hese  tests  are  made  on  samples  of  benzol  from  the  agitator 
^liich  is  used  for  the  sulphmic  acid  treatment  of  the  crude  dis- 
tillates. The  object  is  to  determine  whether  a  suflScient  degree 
of  purification  has  been  attained  by  the  acid  treatment. 

^V7ash  Test  for  Benzol  and  Toluol. — It  is  presumed  that  the 

bexzfczol  or  tohiol  or  mixture  of  both  has  been  agitated  with  sul- 

pbiiaric  acid  and  the  latter  removed  after  the  customary  settling. 

lir^sfer  about  350  c.c.  of  the  sample  into  a  500-c.c.  separatory 

fiixinel;  add  about  30  c.c.  of  tap  water;  shake  about  30  sec,  and 

allow  to  settle.     Drain  off  water  and  impurities.     Add  about  30 

CO.  of  a  1.10  sp.  gr.  solution  of  sodium  hydroxide  (95  g.  per  Uter), 

aad  agitate  about  50  sec.  or  until  the  mixture  develops  a  yellowish 

color.    Let  settle  and  drain  off  the  soda  and  impurities.    Add 

al>out  30  c.c.  of  tap  water;  agitate  about  30  sec;  let  settle  and 

dr^n  off  water,  leaving  the  completely  washed  benzol  and  toluol 

in  "the  funnel.    Add  between  5  and  10  g.  of  fused  calcium  chlor- 

ide,  agitate  for  a  few  seconds,  and  allow  to  settle  until  the  oil 

clears.    Transfer  through  the  mouth  of  the  funnel  about  60  c.c. 

of  the  oil  into  a  clean  100-c.c.  distillation  flask,  previously  rinsing 

the  flask  with  the  same  oil,  exercising  care  to  prevent  the  benzol 

from  getting  into  the  side  neck  of  the  flask.    Connect  to  a  clean 

condenser  and  distil  to  about  80°C.,  catching  the  distillate  in  a 

^Ic^n  test-tube.     Quickly  reject  this  distillate  from  the  test-tube 

*Qd  continue  the  distillation  to  95°C.  in  the  case  of  benzol,  or  to 

115**C.  in  the  case  of  toluol  or  a  mixture  of  benzol  and  toluol. 

^e  sulphuric  acid  color  test  then  is  made  on  a  portion  of  the 

™tillate,  as  described  in  the  preceding  test.    Care  must  be 

^eix  to  test  each  lot  of  calcium  chloride  for  impurities  that 

"^t  affect  the  results. 
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Wash  Test  for  Solvent  Naphtha. — It  is  presumed  that  the  sol- 
vent naphtha  has  been  agitated  with  sulphuric  acid;  then  aDowed 
to  settle,  and  separated.  Transfer  about  350  c.c.  to  a  500-c.c. 
separatory  funnel  and  add  about  25  g.  of  calcium  oxide  (pul- 
verized). Shake  about  1  min.  and  allow  to  settle.  Binse  a 
clean  100-c.c.  distilling  flask  with  a  portion  of  the  solvent  and 
distil  60  c.c.  to  ISO^C,  using  a  clean  condenser  and  test-tube  for 
the  distillate.  The  sulphuric  acid  color  test  then  i&  made  on  a 
portion  of  the  distillate,  as  described  above. 

TEST  FOR  SULPHUR  DIOXIDE  AND  SULPHUR  TRIOXIDE  IN 

WASHED  BENZOLS 

Place  the  oil  to  be  tested  in  a  bottle,  filling  the  bottle  not  more 
than  half.  Cork  and  shake  well;  then  uncork  and  quickly  place 
a  piece  of  moist  test  paper  in  the  mouth  of  the  bottle,  holding 
by  the  fingers  or  by  carefully  replacing  the  cork.  The  paper 
must  in  any  case  be  exposed  to  the  vapors  above  the  oil.  The 
test  is  quite  sensitive  and  the  color  change  will  be  noted 
almost  immediately  if  SO2  or  SO3  is  present.  The  test  paper 
will  change  from  a  yellow  to  a  red  color  in  the  presence  of  SOj 
or  SO3. 

Alternate  Method. — This  test  can  be  made  very  conveniently 
in  connection  with  the  test  for  completeness  of  washing  with  acid. 
Before  distillation  of  the  washed  light  oil  is  made,  place  an 
adapter  on  the  end  of  the  condenser,  and  insert  a  piece  of  the 
moist  test  paper  in  the  top  of  the  adapter  in  such  a  maimer  that 
the  paper  is  exposed  to  the  vapors,  but  not  to  the  stream  of  con- 
densed liquid.  The  moist  paper  will  adhere  quit«  readily  to  i^^ 
walls  of  the  adapter.  Continue  with  distillation  and  note  the 
color  change  if  SO2  or  SO3  is  present. 

To  Make  Test  Papers. — Make  a  solution  of  methyl  orange  by 
placing  0.1  g.  of  it  in  100  c.c.  of  water,  shaking  it  at  intervals 
and  finally  allowing  to  stand  over  night.  Finally  filter  off  any 
solid  matter  and  use  the  clear  liquid  for  making  test  papers- 
Cut  up  the  filter  paper  into  narrow  strips  (paper  free  from  sul- 
phites and  acids  should  be  used)  and  dip  into  the  methyl  orange 
solution.  Shake  off  the  excess  solution,  as  the  test  gives  best 
results  with  moist  paper,  i.e.,  paper  that  has  no  drops  of  excess 
solution  adhering  to  it. 
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APPROXIMATE  DETERMINATION  OF  UNSATURATED 
COMPOUNDS  IN  WASHED  BENZOL  BY  BROMINE 

TITRATION  I 

A  measure  of  the  quantity  of  unsaturated  compounds  (hydro- 
carbons of  the  ethylene  and  acetylene  series,  etc.)  present  in 
crude  benzol  is  afforded  by  titration  with  bromine.  The  bro- 
mine water  formerly  used  for  this  purpose  is  replaced  best  by  a 
solution  of  potassium  bromide  and  bromate,  which,  on  addition 
of  sulphuric  acid,  sets  free  8.0  g.  of  bromine  per  liter.  The  test  is 
carried  out  by  Frank  in  the  following  manner: 

5  c.c.  of  the  sample  are  added  to  10  c.c.  of  dilute  sulphuric  acid 
(1 :5)  contained  in  a  50-c.c.  bottle  provided  with  a  glass  stopper, 
and  N/10  bromide-bromate  solution  containing  9.9167  g.  KBr  + 
2.7833  g.  KBrOa  per  Hter  is  added  from  a  burette  until,  after  5 
minutes^  shaking,  bromine  still  remains.  The  titration  is 
finished  when  the  floating  oil  remains  orange-red  in  color  after 
standing  for  15  minutes,  and  when  one  drop  gives  a  dark  blue 
coloration  with  freshly  prepared  potassium  iodide-starch  paper. 
The  quantity  of  bromine  used  (1  c.c.  =  0.008  g.  Br)  should  be  re- 
ported as  grams  of  Br  per  100  c.c.  of  sample.  To  obtain  accurate 
results,  a  preliminary  determination  is  made  first,  and  then  two 
exact  estimations,  the  mean  of  which  is  taken.  Pure  benzene 
and  pure  toluene  should  show  a  marked  bromine  reaction  after 
the  addition  of  0.1  c.c.  of  the  bromine  solution;  while  90  and  50 
per  cent,  benzols  will  decolorize  on  an  average  0.6  c.c.  of  the 
reagent,  but  seldom  more  than  1  c.c.  Commercial  xylene  ab- 
sorbs 2  per  cent,  of  bromine  in  a  few  minutes  and  considerably 
more  on  standing  for  some  time. 

FREEZING-POINT  TEST  OF  BENZE^fE 

The  thermometer  used  is  a  so-called  "titer-tesf  thermometer, 
graduated  to  tenths  of  a  degree  from  0°  to  65°C.,  and  is  about  15 
in.  long.  Those  in  use  at  present  are  made  by  the  Taylor  In- 
stnunent  Companies  (Catalog  No.  1425) .  They  should  be  stand- 
ardized against  the  freezing-point  of  water.     About  40  c.c.  of 

'Method  of  Kraembr  and  Spilker  (Muspratt's  "Encyclopaedia" 
Cl906  German  ed.;,  8,  332  et  aeq.).  On  the  estimation  of  paraffins  and  un- 
saturated compounds  in  commercial  toluols,  see  Evans,  J.  Soc,  Chem.  Ind„ 
SB  (1919;,  402T;  Lewis,  ibid.,  89  (1920),  50T;  and  Colman,  ibid. 
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pure  benzene  are  placed  in  a  tube  or  short  cylinder — preferably 
a  titer  cylinder,  of  about  IJ^^-in.  diameter  and  about  Z}i  in- 
high,  made  of  rather  thin  glass.  This  is  placed  in  a  bath  of  ic« 
water,  and  a  small  amount  of  salt  is  added.  The  bath  tempera- 
ture should  be  about  0**C. 

Suspend  the  thermometer  in  the  benzene,  stirring  constantly* 
When  the  temperature  remains  constant  about  30  seconds  (care 
must  be  exercised  here  not  to  supercool  the  benzene  greatly* 
however,  with  stirring,  there  is  not  so  much  danger  of  this),  allow 
the  thermometer  to  stand  with  the  bulb  in  the  center  of  the  beB' 
zene,  and  allow  the  mercury  to  rise.    The  highest  point  is  tb^ 
freezing-point. 

The  following  comparisons  will  show  the  relative  sensitiveness 
of  the  freezing-point  and  boiling-point  tests.  First,  samples  of 
pure  benzene  were  subjected  to  the  boiling-point  and  freezing- 
point  tests,  with  the  following  results: 


1 
Deg.  C. 

2 
Deg.  C. 

3 
.   Deg.  C. 

4 
Deg.C. 

1 

• 

First  drop 

80.15 
80.25 
80.32 
80.35 
80.35 
80.36 
80.36 
80.37 
80.37 
80.38 
80.42 
80.45 
80.47 
5.43 

79.63 
80.13 
80.21 
80.28 
80.35 
80.39 
80.42 
80.43 
80.47 
80.53 
80.58 
80.68 
80.93 
5.15 

79.68 
80.06 
80.16 
80.24 
80.31 
80.36 
80.36 
80.36 
80.36 
80.41 
80.46 
80.53 
80.61 
5.15 

78.72 

5  c.c 

79.45 

lOc.c. 

79.67 

20  c.c 

79.92 

30  c.c 

80.09 

40  c.c 

80.22 

50  c.c 

80.27 

60  c.c 

,      80.32 

70  c.c 

80.37 

80  c.c 

80.42 

90  c.c 

80.47 

95  c.c 

80.52 

Dry 

Freezing-point 

80.72 
4.70 

To  show  the  relative  effects  of  small  amounts  of  impurities, 
comparisons  were  made  on  samples  of  pure  benzene  to  wtxich 
0.5  per  cent,  of  toluene,  petroleum  ether  and  carbon  disulpliide 
had  been  added,  with  the  following  results : 

Portions  of  sample  No.  1  (above)  were  used. 
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• 

Beniene, 
00.5  per  cent. 

Toluene, 
0.6_peT  cent. 

Deg.  C.           1 

1 

Benzene, 
09.5  per  cent. 
Petroleum  ether, 
0.5  per  cent. 

Deg.  C. 

Beniene, 

09.5  per  cent. 

Carbon  disulphide, 

0.5  per  cent. 

Deg.  C. 

first  drop 

80.23 
80.53 
80.54 
80.58 
80.64 
80.66 
80.68 
80.72 
80.74 
80.77 
80.94 
81.83 
83.35 
5.2 

79  59 
80.11 
80.30 
80.48 
80.49 
80.49 
80.57 
80.58 
80.59 
80.62 
80.62 
80.62 
80.63 
5.3 

79.18 

5  c.c 

79.68 

10  c.c 

79.88 

20  c.c 

80.08 

30  c.c 

80.18 

40  c.c 

80.26 

50  c.c 

80.34 

60  c.c 

80.41 

70  c.c 

80.43 

80  c.c 

80.45 

90  c.c 

80.48 

95  c.c 

80.48 

Dry 

80.53 

*./ i        •        .        .        .        4 

FreezinK-Point 

5.0 

EVAPORATION  TEST  OF  BENZOLS^ 

2  c.c.  of  the  benzol  are  placed  on  a  metal  surface  with  raised 
edges  3.5  in.  square,  and  the  time  taken  for  complete  evapora- 
tion is  noted.  In  order  to  allow  for  variation  in  temperature, 
this  should  be  compared  with  pure  benzene,  which  requires  10 
minutes  for  complete  evaporation  at  ordinary  laboratory  tem- 
peratures. 


METHOD  FOR  THE  DETERMINATION  OF  CARBON   DISULPHIDE 

IN  BENZOLS* 

Fifty  g.  of  the  benzol  are  mixed  with  50  g.  of  a  solution  of 
potassium  hydroxide  and  absolute  ethyl  alcohol  (11  g.  of  po- 
tassium hydroxide  and  90  g.  of  absolute  alcohol).  The  mixture 
is  shaken  and  allowed  to  stand  several  hours  at  room  tempera- 
ture. About  100  c.c.  of  water  then  are  added.  The  aqueous 
solution  is  separated  from  the  benzol  and  the  latter  is  washed 
several  times  with  w^ter.  The  washings  are  added  to  the 
aqueous  solution.  The  potassium  thiocarbonate  is  determined 
either  in  the  solution  directly  or  in  an  aliquot  part  thereof, 
by  means  of  a  solution  containing   12.475  g.   of  crystallized 

»  /.  Ind,  Eng,  Chem.y  3,  11. 

*  A.  Spilker's  "Kokeri  und  Teerprodukte  der  Steinkohle." 
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copper  sulphate   per  liter.     One  cubic  centimeter  of  this  so- 
lution is  equivalent  to  0.0076  g.  of  carbon  disulphide.    The 
aqueous  solution  is  neutralized  with  acetic  acid  and  the  stand- 
ard copper  solution  is  added  until  a  drop  of  the  solution  pxit 
on  a  piece  of  filter  paper,  by  means  of  a  glass  rod,  shows  a  red  coIcdt 
when  brought  in  contact  with  a  drop  of  potassium  ferrocyanici  <. 
The  approach  of  the  end-point  is  made  known  by  a  certain  £^^- 
glomeration  of  the  finely  divided  precipitate  of  copper  thx^o- 
carbonate. 

The  amount  of  potassium  hydroxide  solution  given  above      is 
sufficient  for  a  benzol  containing  5  per  cent,  of  carbon  disulphide, 
but  for  larger  percentages  of  carbon  disulphide  the  quantity     of 
potassium  hydroxide  must  be  increased,  or  else  a  smaller  sam^i^le 
of  benzol  must  be  taken. 

It  is  important  to  run  a  careful  blank  on  the  reagents  us^<l- 


DETERMINATION  OF  HYDROGEN  SULPHIDE  IN  LIGHT  OIK^ 

Place  50  c.c.  of  the  light  oil  in  a  separatoi*y  funnel,  and  sha^l:^® 
thoroughly  with  a  mixture  of  20  c.c.  of  normal  sodium  hydroxide® 
solution  and  50  c.c.  of  water.  After  shaking,  let  the  oil  sei:>^" 
rate  and  draw  off  the  aqueous  layer.  Wash  the  light  oil  ag^fc^i^ 
by  shaking  two  or  three  times  with  water,  separating  the  aqueo'-*^ 
layer  each  time.  Unite  the  aqueous  extracts;  dilute  to  300  ^^^ 
400  c.c;  add  dilute  HCl  in  excess,  and  titrate  with  N/10  iodi*^^^ 
solution,  using  starch  as  an  indicator.  One  c.c.  of  N/10  iodi^^^® 
is  equivalent  to  0.0017  g.  of  H2S. 

SPECIFICATIONS  AND  TESTS* OF  WASH-OIL  USED  FOR  BENZC^I' 

RECOVERY 

1.  Specific  gravity  at  15°C.  must  not  be  over  0.880. 

2.  The  viscosity  must  not  be  more  than  92  seconds  at  21** 
and  must  not  be  more  than  150  seconds  at  4**C.,  both  tests  to 
made  in  a  Saybolt  viscosimeter.     No  solid  matter  must  separ3' 
at  4°C. 

3.  At  least  95  per  cent,  of  pure  oil  should  separate  from  tB^^ 
water  in  10  minutes  and  the  oil  should  not  contain  more  i\x^^^ 
0.5  per  cent,  of  water  in  the  separated  oil  when  the  foUowi^^^ 
test  is  made. 

Twenty  c.c.  of  distilled  water  and  then  100  c.c.  of  the  oil  aX'C 
placed   in   a  graduated   250-c.c.   cylinder.    Steam  is  bubbte^ 
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through  the  two  liquids  by  means  of  a  glass  tube,  whose  inside 
diameter  is  approximately  Ke  hi.  After  steaming  10  minutes, 
the  cylinder  and  its  contents  are  placed  in  a  water-bath  at  15°C. 
for  10  minuteS;  and  the  volimie  of  separated  oil  is  read.  To  de- 
termine the  amount  of  pure  oil  separated  and  water  content  of 
the  separated  oil,  draw  off  the  oil  by  means  of  a  pipette,  taking 
care  to  get  none  of  the  water  layer;  shake  the  oil  thoroughly; 
take  20  c.c.  and  mix  with  80  c.c.  of  pure  solvent  naphtha  in  a 
graduated  precipitating  tube  having  the  lower  end  drawn  out  and 
graduated  in  Mo  of  1  c.c.  This  oil-solvent  naphtha  mixture  is 
kept  at  a  temperature  of  not  over  27°C.  for  one  hour,  or  the  mix- 
ture may  be  separated  by  means  of  a  centrifuge.  The  amount  of 
water  separated  then  is  read. 

4.  The  oil  must  not  contain  more  than  12  per  cent,  of  olefines, 
as  determined  by  the  following  test: 

The  apparatus  consists  of  a  glass-stoppered  flask  having  a 
100-<;.c.  mark  at  the  bottom  of  the  neck  and  a  110-c.c.  mark  at 
the  top  of  the  neck.  (This  is  listed  as  a  ''Cassia  flask '*  by  most 
dealers  in  chemical  apparatus.)  The  space  between  these  two 
marks  is  divided  into  }'i  c.c.  or  }^io  cc.  Special  sulphuric  acid 
is  prepared  by  mixing  one  part  of  fuming  sulphuric  acid  (contain- 
ing 25  per  cent,  of  SOa)  with  two  parts  of  concentrated  sulphuric 
acid  containing  93  per  cent,  of  H2SO4. 

Ten  c.c.  of  the  wash  oil  are  measured  exactly  by  a  burette 
into  the  100-c.c.  graduated  flask  and  shaken  vigorously  with  25 
c.c.  of  the  special  acid.  After  standing  for  one  hour,  fill  the  flask 
to  the  100-c.c.  mark  with  concentrated  sulphuric  acid.  The 
acid  should  be  added  by  pouring  it  slowly  against  the  neck  of  the 
flask  in  order  to  avoid  agitating  the  already  settled  mixture. 
Allow  the  mixture  to  stand  for  two  hours  and  then  read  the 
amount  of  the  paraffins  left.  The  difference  gives  the  amount  of 
olefines  in  the  original  10  c.c.  of  oil.  This  test  is  to  be  carried 
out  at  a  temperature  of  25**C. 

5.  Not  more  than  5  per  cent,  of  the  oil  should  distil  under 
250*^0.,  and  an  additional  90  per  cent,  should  distil  within  120**C. 

Notes  on  Specification  Tests. — Specific  Gravity:  The  deter- 
mination is  made  with  a  Westphal  balance.  In  setting  up  the 
balance,  the  screw  in  the  base  of  the  balance  is  adjusted  so  that 
the  two-pointer  protuberances  are  exactly  on  the  same  level 
when  the  thermometer  is  suspended  at  the  end  of  the  beam.  The 
height  of  the  beam  can  be  regulated  by  the  screw  in  the  vertical 


234  THE  EXAMINATION  OF  PETROLEUM 

support  so  that  the  plummet  does  not  touch  the  bottom  of  the 
glass  cylinder.  The  weights  consist  of  four  sizes.  The  largest 
size  hung  on  the  hook  at  the  end  of  the  beam  gives  units  and  on 
any  other  space  it  gives  tenths;  the  next  size  indicates  hun- 
dredths; the  next  thousandths,  and  the  smallest  ten-thousandths 
of  specific  gravity. 

After  cooling  a  sample  of  the  oil  to  about  lO'^C,  the  cylinder 
is  rinsed  therewith,  and  the  suspended  plummet  is  inserted  in 
the  cylinder,  which  is  filled  with  the  cooled  oil.  The  weights 
are  placed  on  the  various  divisions  and  so  adjusted  that  when  the 
thermometer  indicates  IS.S'^C,  the  two-pointer  protuberances 
are  on  the  same  level.  (After  the  specific  gravity  figure  is  ob- 
tained, the  plummet  and  cylinder  are  rinsed  with  benzol.) 

Distillation:  The  distillation  is  made  in  the  apparatus  de- 
scribed in  Fig.  88,  using  200  c.c.  of  the  oil  as  a  sample.  The  tem- 
perature is  recorded  for  the  following  quantities  of  distillate: 


First  Drop 

Cubic  centimeters 

Per  cent 

Cubic  centimeters 

Per  cent 

10 

5 

100 

50 

20 

10 

120 

60 

40 

20 

140 

70 

eo 

30 

160 

80 

80 

40 

180 

90 

Olefines:  The  special  acid,  equivalent  to  two  parts  of  93 
per  cent.  H2SO4  and  one  part  of  fuming  sulphuric  acid  containing 
25  per  cent,  of  free  SOa  by  volume,  may  be  prepared  from  acids 
of  these  strengths  by  the  following  method: 

According  to  Van  Nostrand's  *' Chemical  Annual,"  93  per  cent. 
H2SO4  contains  1393  g.  of  SO3  per  liter.  The  25  per  cent,  fuming 
sulphuric  acid  contains  86.22  per  cent,  of  total  SOs.  Calculation 
shows  that  the  acid  required  contains  1485  g.  of  SOs  per  liter. 
An  example  will  illustrate  the  calculations  necessary  to  prepare 
this  acid. 

To  make  up  1000  c.c.  of  H2SO4  containing  1485  g.  per  liter  of 
SO3  from  95  per  cent,  (cone.)  H2SO4  and  fuming  H2SO4  (15  per 
cent,  free  SO3). 

Then:  Let  X  =  number  of  c.c.  of  95  per  cent,  acid  required. 
1000  —  A"  =  number  of  c.c.  of  15  per  cent,  free  SOj 
acid  required. 
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Total  SO,  in  X  c.c.  of  95  per  cent.  H,SO*  =  1.426Xg. 
15  per  cent,  fuming  acid  contains  84.39  per  cent. 

of  total  SO,. 
Specific  gravity  of  15  per  cent,  fuming  acid  is  1.918. 
SO,  in  (1000  -  X)  c.c.  of  15  per  cent,  fuming  HjSO, 

=  0.8439  X  1.918{1000  -  X)  g. 


Fiu.  MB— Appi 


(or  the  diHtUlittion  of  elraw  oil. 


1.426X  +  0.8439  X  1.918  (1000  ~  X)  =  1485. 
X  =  696  c.c.  of  95  per  cent,  (cone.)  HjSO*. 
1000  -  X  =  304  c.c.  of  15  per  cent,  free  80,  fuming 
HiSO*. 
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THE  DETERMINATION  OF  LIGHT  OIL  IN  BENZOLIZED  AND 

DEBENZOLIZED  WASH  OIL 

Benzolized  Wash  Oil. — One  liter  of  the  benzolized  oil  is  tran 
ferred  to  a  3'^-gallon  copper  still.  The  still  is  connected  to  a  1 
in.  condenser  leading  into  a  500-c.c.  separatory  funnel,  describ^^  ^ 
in  the  method  for  *' Determination  of  Light  Oil  in  Gas"  (Fig.  84^  ^. 
The  oil  is  heated  to  about  150°C.  with  a  burner,  and  live  stea 
then  is  conducted  through  the  oil  at  such  a  rate  that  the  distilla 
comes  over  quite  rapidly,  but  not  in  a  continuous  stream.  U 
usual  care  should  be  taken  to  attach  the  cover  to  the  top  of  t^Hie 
still  in  such  a  way  that  the  latter  does  not  leak.  The  presence  of 
a  leak,  no  matter  how  slight,  will  produce  false  results.  The  li^d, 
provided  with  a  firm  cardboard  gasket,  should  be  fastened  on  as 
tightly  as  possible,  and  the  space  between  the  edge  of  the  lid  a  zmad 
the  thread  of  the  still  should  be  wrapped  tightly  with  asbest-os 
cord.  This  wrapping  of  asbestos  cord  can  be  made  absolut^^l^ 
vapor-tight  by  cementing  with  sodium  silicate;  but  this  is 
always  necessary. 

The  oil  should  be  submitted  to  the  steam  distillation  until 
c.c.  of  water  are  condensed  in  the  funnel.  The  distillate  of  oil  ^^^ 
the  funnel  then  is  drained  free  of  water  and  is  agitated  with  about-  ^•-^ 
c.c.  of  a  saturated  solution  of  calcium  chloride,  which  finally^  ^ 
drawn  off.  The  inside  of  the  stem  of  the  funnel  is  wiped  t\L<^^  ^' 
oughly  dry  by  means  of  a  pellet  of  raw  cotton  and  the  oil  distill^^  ^® 
is  transferred  to  a  100-c.c.  flask  (Fig.  85),  in  which  it  is  d 
distilled  to  200°C.,  the  distillate  being  received  in  a  gradual 
test-tube. 

No.  c.c.  of  distillate  up  to  200°. C.  X  100  .     i.  ,. 
— jQQQ =  per  cent,  of  hg 

oil  in  the  benzolized  absorbent  oil. 

Debenzolized  Wash  Oil. — The  procedure  is  similar  to  t> 
method  used  in  the  case  of  benzolized  wash  oil,  with  the  excepti^^^'^ 
that  a  sample  of  two  to  four  liters  is  used.  This  is  distilled  itm^  * 
similar  still,  and  the  distillation  is  considered  complete  when  f^^^ 
liters  of  water  have  condensed  in  the  separatory  funnel. 

DETERMINATION  OF  NAPHTHALENE  IN  OILS^ 

The  apparatus  is  shown  in  Fig.  89. 

The  sample,  about  10  g.  (the  quantity  depending  upon  t- 

^  Adapted  from  the  method  for  naphthalene   in  gas,  **QBa  Cheroi^**^ 
Handbook,"  1916. 
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approximate  naphthalene  content')i  is  weighed  accurately  and 
placed  in  the  test-tube,  which  is  an  8-in.  by  1-in.  flat-bottom  test- 
tube.  The  6-in.  calcium  chloride  tube  (empty)  serves  as  a  guard ; 
it  is  connected  as  shown  by  glass  tubing  through  a  two-holed 
rubber  stopper,  practically  to  the  bottom  of  the  flat-bottom  test- 
tube.  The  guard  tube  serves  as  a  safety  device  in  case  the  oil 
is  blown  out.  It  also  serves  as  the  air  inlet  for  the  air  which 
passes  through  the  oil  and  carries  out  the  naphthalene.  The 
-water-jacketed  condenser  has  an  18-in.  water  jacket  and  an  inner 


Fio.  89. — Appar»tu»  for  the  de termination  of  nnphthalone  in  oils. 

tube  of  12  mm.  This  conveys  over  the  air  with  the  naphthalene, 
hut  returns  the  oil  to  the  test-tube.  The  first  wide-mouth  salt 
bottle  contains  about  200  c.c.  of  N/1  sulphuric  acid.  This  bottle 
will  trap  any  tarry  or  alkaline  substances.  Next  is  an  empty 
bottle  serving  as  a  trap  for  any  solvent  carried  over, 

1  Enough  naphthalene  should  be  present  U>  s&turate  the  picric  acid  in  the 
first  absorption  bottle.  This  is  important  for  obtaining  accurate  results. 
When  too  little  naphthalene  is  present  the  results  will  tend  to  be  too  high. 
In  such  cases  we  have  found  it  desirable  to  add  a  measured  volume  of  bencol 
eontuniag  a  known  amount  of  naphthalene  to  the  solution  in  the  250  c.c. 
OaA  before  making  up  to  tiu  mark.     This  is  corrected  for  in    the  final 
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The  sample  is  placed  in  the  test-tube,  and  the  apparatus  is 
connected  and  the  suction  turned  on  so  that  air  bubbles  through 
the  oil  at  about  IJ^  cu.  ft.  per  hour.     Water  is  turned  on  in  the 
condenser.     The  burner  is  placed  under  the  beaker  containing; 
the  water;  the  vessel  is  heated  slowly  until  the  water  boils,  and 
this  temperature  is  continued  for  one  hour.    Then  the  flame  is 
turned  out  and  the  air  is  allowed  to  bubble  over  night. 

Preparation  of  the  Benzol  Solution  of  Naphthalene  Picrate. 


Transfer  the  picric  acid  solution  and  the  precipitate  to  a  lit^x- 

separatory  funnel,  the  residues  being  washed  in  with  naphths^ — 

lene-free  benzol.     Shake  the  contents  of  the  funnel  gently  unt.  ml 

the  precipitate  is  dissolved  completely  in  the  benzol.    Reject  t 

aqueous  layer  and  draw  the  benzol  solution  into  a  250-c.c. 

ing  flask.     Make  up  to  the  mark  with  benzol  and  thorough! 

mix. 

Determination  of  the  Total  Picric  Acid. — Titrate  50  c.c. 
this  solution — preferably  in  a  200-250-c.c.  separatory  funnel,  T 
shaking    is    necessary — with    N/5  sodium  hydroxide  solutio 
using  methyl  red  as  the  indicator.     This  titrates  both  the  fr- 
aud the  combined  picric  acid. 

If  r  =  c.c.  of  N/5  NaOH  required  for  this  total  titre, 
then  5r  =  c.c.  of  N/5  NaOH  required   for  the  total   titre     ^=3f 

the  whole  solution. 

(To  prepare  methyl  red  indicator,  dissolve  2  g.  of  methyl  ir^^d 
in  1  liter  of  a  mixture  of  two  parts  of  95  per  cent,  ethyl  alcofa--^^! 
and  one  part  of  water.) 

Determination  of  the  Free  Acid. — The  free  picric  acid  pres^ 
is  determined  by  the  following  procedure: 

1  OftA 

From  a  burette  draw     rrs     c.c.  of  the  benzol  solution  into      ^ 

100-c.c.  flask  and  evaporate  to  dryness  to  remove  the  ben^*^^^*» 
proceeding  carefully  according  to  the  following  directio^i^^^-f' 
The  flask  is  placed  in  a  hot  water-bath,  and  a  current  of  aix"  ^ 
passed  over  (not  in)  the  benzol  solution,  at  no  time  allowi*^^ 
the  level  of  the  hot  water  to  be  above  the  level  of  the  beri.^^  ^* 
solution.  The  flask  should  be  shaken  gently  during  the  evapo^^"^ 
tion  to  keep  the  walls  moist  and  to  avoid  over-heating  any  p^*^^^* 
Keep  the  flask  in  the  hot  water  about  one  minute  after  t^^^^ 
residue  appears  dry,  then  remove,  but  continue  the  air  curr^  ^^ 
until  the  odor  of  benzol  no  longer  can  be  detected. 


t 
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Dissolve  the  residue  in  the  flask  with  10  c.c.  of  95  per  cent, 
thyl  alcohol,  heating  gently,  if  necessary;  then  precipitate  the 
laphthalene  picrate  with  distilled  water,  adding  it  slowly  with 
gitation  until  the  volume  is  100  c.c.  The  temperature,  of  this 
olution  must  be  cooled  to  20**C. — ^in  no  case  more  than  2®  higher 
r  lower. 

Filter  through  a  dry  filter  into  a  100-c.c.  cylinder  and  titrate 
0  c.c.  of  the  filtrate  with  N/5  sodium  hydroxide  solution,  using 
lethyl  red  as  the  indicator. 

The  number  of  c.c.  of  N/5  NaOH  taken  divided  by  0.9  gives 

1200 
he  titre  required  for  the  free  acid  (picric)  in  -7p— c.c.  of  theorig- 

Qal  benzol  solution. 

If  F  =  c.c.  of  N/5  NaOH  required  for  this    ^     c.c, 

250 
hen  F  X  Yono  ^  NaOH  required  for  the  free  picric  acid  in  the 

f 
rhole  benzol  solution. 

Calculation  for  the  Naphthalene  from  the  Picric  Acid  Titles. — 

?he  difference  between  the  total  titre  and  the  free  acid  titre  is 
he  titre  of  the  picric  acid  combined  as  naphthalene  picrate,  and 
his  latter  titre  multiplied  by  its  naphthalene  equivalent  gives 
he  grams  of  naphthalene  in  the  sample. 

250 

1200  [   X  0.0256  =  g.  of  naphthalene  in  the  sample, 


5T  -  F  X 


Tj  simplified: 

0.0053 r  (24—  F)=    g.  of  naphthalene  in  sample;  and 

0.0053  r  (24  -  F)       ,^^  .        .^  ._  , 

-  c  I     X  100  =  percentage  of  naphthalene, 

grams  of  sample  k  ©  i- 

Notes  on  the  Method. — The  reactions  involved  in  the  method 
re  the  following.  Naphthalene  combines  with  picric  acid  to  form 
aphthalene  picrate,  according  to  the  following  equation: 

:,oHg  +  CeHs  (N02)80H  =  C6H2(N02)80HCioH8  +  HjO; 
Picric  Acid  _   Sodium  Picrate    ,   xi  n 

5eH2(N02)80H  +  ^^^^  -  C6H2(N02)80Ka  +  ^*^' 
:.H2(N02)80H.CioH8+NaOH  =  C6H2(N02)80Na+CioHs+H,0. 

To  absorb  the  naphthalene  completely,  the  picric  acid  so' 
ion  must  be  saturated  fully,  and  to  insure  this  an  f^ 
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tals  must  be  present.     The  reason  for  taking  -^p-  of  the  benzol 

solution  for  the  free  picric  acid  test  is  that  this  is  the  quantity 
which  cpntains  the  right  amount  of  picric  acid  (1.1  g.)  to  saturate 
the  100  c.c.  of  solution  to  which  it  is  finally  made  up,  and  this 
saturation  is  essential  to  prevent  decomposition  of  the  naphthalene 
picrate  present  at  the  stated  temperature  (20**C.).  Naphthalene 
picrate  is  decomposed  easily  by  heat,  evolving  naphthalene 
and  leaving  behind  free  picric  acid.  A  blank  should  be  run 
on  the  reagents,  using  a  weighed  amount  (about  0.1  g.)  of  pure 
naphthalene  dissolved  in  250  c.c.  of  benzol. 


Properties  of  the  Important  Constituents  of  Light  Oil 


Properties 


Date 


Carbon 
disulphide,  ,Beniene,   Toluene, 
CfSs        I    C«H«    I      CtHi 


Molecular  weight  (0  >-  16) 

Lb.  per  U.  8.  Gal.  (60T.) 

Hp.  KT.  (O'C./4'C.) 

8p.  KT.  (IO'C./4'C.) 

Hp.  Kt.  (15'C./4°C.) 

8p.  gr.  (20'*C./4»C.) 

Sp.  gr.  (30°C./4"'C.) 

Expansion  coefficient  (•C.) 

Boiling-point  (760  mm.  Hg.) 

Increase  in  boiling-point  C/mm. 

Hg.) 

Vapor  pressure  mm.  Hg.  (0*C.)  . . . 
Vapor  pressure  mm.  Hg.  (10°C.)  . . 
Vapor  pressure  mm.  Hg.  (15'C.)  . . 
Vapor  pressure  mm.  Hg.  (20 "C.)  . . 
Vapor  pressure  mm.  Hg.  (30*C.)  . . 
Lbs  per  cu.  ft.  vapor  (60'F.-30")  . 
Kg.  per  cu.  m.  vapor  (0°C.-760 

mm.) 

Heat  combustion  (net),  15'C.-760 
mm.  Hg.: 

Cal.  per  kg.  liquid 

Cal.  per  liter  liquid 

B.t.u.  per  lb.  liquid 

B.t.u.  per  U.  S.  gal.  liquid 

Cal.  per  cu.  m.  vapor 

B.t.u.  per  cu.  ft.  vapor 

Specific  heat  (gal.  per  kg.) 

Heat  vaporization  (cal.  per  kg.) 
Solubility  in  water  (22°C.): 

G.  substance  in  100  g.  HiO.  .  ,  . 

CJ.  HiO  in  100  g.  substance.  .  .  . 

Melting-point  ("O 


76.12 
10.57 


1 

0 

46 


1.2921 
1.2773 
1 . 2698 
1 . 2623 
2473 
00125 
2 


0.041 
127.9 
198.5 
244.1 
298.0 
434.6 

0.202 

3.42 


3.480 

4.420 

6.260 

66.100 

11.550 

1.300 

0.240 

83.8 

0.219 
0.765 
108.6 


78.05 
7.36 
0.8999! 
0.88931 
0.8839 
0.8786^ 
0.8679> 
0.0012j 

80.36 

0.043 
26.63 
45.68 
58.90 
75.21 
119.34 

0.209 

3.54 


9.960 
8.805 

17.930 
132.100 

33.600 
3,780 

0.419 

92.9 

0.072 
0.241 
-f-5.4 


92.06 
7.27 
0.8845 
0.8757 
0.8714 
0.8659 
0.8573 
0.0010 
110.3 

0.047 

7.20 
13.02 
17.22 
22.53 
37.46 

0.244 

4.14 


10.150 

8.850 

18,270 

132,600 

40,150 

4.500 

0.440 

83.55 

Insol. 
Insol. 
-92.4 


I     Napb- 
m-Xylene,     thalene, 
CtHia      :     CuHt 


106.08 


7. 
0. 
0. 
0. 
0. 


26 

8823 

8738 

8697 

8655 

0.8574 

0.00095 

139.1 

0.052 
1.75 
3.45 
4.74 
6.43 
11.43 
0.281 

4.76 


10.230 

8.910 

18,410 

133.500 

46,500 

5.210 

0.383 

78.25 

Insol. 
Insol. 
-54.8 


128.06 
9.60 


1.1517 


217.7 

0.059 
0.022 
0.047 
0.062 
0.080 
0.135 
0.330 

5.72 


9.700 

11.170 

17.460 

167.300 

5^2.400 

5.910 
0.314 


Inaol. 
Insol. 
+80.0 


CHAPTER  X 
THE  EXAMINATION  OF  NATURAL  GAS     ^ 

1.  Sampling. 

2.  Density: 

(o)  EfTusion  Method. 
\,b)  Gas  Density  Balance. 

3.  Heating  Value. 

4.  Analysis  of  Natural  Gas. 

5.  Gaaoline  in  Natural  Gas; 

(a)  Bureau  of  Mines  Method. 
(6)  Charcoal  AbsorptioQ  Method, 
(c)   Other  Methods. 

6.  Evaluation  of  Natural  Gas  for  Carbon  Blaok. 

7.  The  Measurement  of  Natural  Gas: 

(a)  CaUbration  of  Meters. 

(6)  Testing  Natural  Gas  Wells  for  Volume. 

1.  Sampling. — In  collecting  samples  of  natural  gas  in  the 

field,  containers  such  as  those  shown   in  Fig.  90  generally  are 

used.     The  two  valves  are  opened  and  the 

gas  is  passed  through  the  vessel  until  it  is 

certain  that  all    the  air  is  displaced,  be- 

fore    closing   the  valves   or   cocks.     Fre- 
quently the  sampling  is  carried  out  by 

first    filling   the   container   entirely  with 

water,  attaching  one  of  the  nipples  to  the 

source  of  supply,  and  opening  the  upper 

valve  and  then  the  lower,  thus  allowing 

the  water  to  Sow  out  and  the  gas  to  enter. 

Finally,  the  lower  valve  is  closed  and  then 

the  upper,  the  sample  being  secured  in  this 

way  under  slight  pressure. 
An  ordinary  bottle'  may  be  used  as  a     ^"''  ^'~*J"  »anipiing 

sample    container.      In    this    case    the 

sample   of   gas   usually   is   collected   as  follows:  The   bottle  is 
'  The  16-os,  magnesium  citrate  bottle  which  is  provided  with  a  rubber 
Rasketed  patented  stopper  is  used  very  widely  in  procuring  gas  saraplea. 
A  bottle  of  this  description  can  be  purchased  at  any  ptuuinaoy.     Air.  dis- 
placement is  considered  by  some  experts  as  A  trustworthy  m«'' 
ing  a  sample  and  unless  the  gas  is  not  to  be  uubri- 
utinecessary  to  parafSn  the  container. 
le  241 
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filled  entirely  with  water  and  inverted  in  a  tank  of  water. 
The  gas  then  is  allowed  to  enter  and  displace  the  water  in  the 
bottle.  With  the  neck  of  the  bottle  still  submerged,  the  cork 
is  inserted  tightly,  the  bottle  removed  and  the  cork  wired  on  or 
tied  securely  with  strong  string.  Finally,  the  cork  is  covered 
with  paraffin.  For  collecting  larger  samples,  often  imder  pressure, 
a  steel  cylinder  similar  to  an  oxygen  tank  generally  is  used.  Care 
should  be  exercised  in  this  operation  to  ensure  that  the  air  entirely 
is  displaced  before  closing  the  valve  or  applying  the  pressure. 

When  securing  a  sample  from  a  smaller  line  connected  to  a 
main  in  which  the  pressure  is  greater  than  atmospheric,  the  line 
should  be  purged  until  it  is  assured  that  any  condensate  collected 
in  the  low  places  of  the  smaller  line  is  removed  and  that  the  gas 
in  the  smaller  line  is  displaced  by  that  from  the  main.  When 
sampling  a  gas  well  that  is  closed  in,  the  well  should  be  opened 
to  the  air  or  to  the  line  for  at  least  one-half  hour  before  the  sample 
is  taken.  The  location  of  the  well,  date,  number  of  well,  open- 
flow  capacity,^  rock  pressure,  and  depth  to  sand,  should  be 
entered  in  the  note-book  (see  also  the  Appendix,  page  541). 

It  is  often  necessary  to  secure  samples  from  lines  in  which  the 
pressure  is  below  that  of  the  atmosphere.  Several  forms  of 
apparatus  have  been  devised  for  this  purpose,  among  which  the 
improved  form  of  the  appliance  of  Hays  is  said  to  give  good 
results.  The  construction  of  this  apparatus  is  such  that  water 
from  one  of  two  communicating  compartments  is  forced  into 
the  other  by  means  of  a  hand-pump,  the  water  pumped  out  being 
displaced  by  gas  from  the  line. 

2.  Density  ('* Specific  Gravity")-  ifl)  Effusion  Method. — 
The  principle  of  this  method  is  the  comparison  of  the  rate  of  flow 
of  equal  volumes  of  two  gases  through  an  orifice,  that  of  one 
of  the  gases  being  taken  as  unity.  In  the  natural  gas  industry 
it  has  been  customary  to  use  air  as  the  standard. 

Specific  gravity  (air  =  1)  =  [jJI^f forW)«* 

Apparatus. — Bunsen  effusion  apparatus  (see  Fig.  91-d);  ther- 
mometer; and  stop-watch. 

Procedure. — Fill  the  cylinder  with  water  at  the  room-tempera- 
ture.    Insert  the  glass  tube  into  the  rack  with  the  valve  closed, 

»  The  open-flow  capacity  of  a  gas  well  is  the  quantity  of  gas  which  will 
issue  therefrom  in  24  hours  when  retarded  only  by  atmospheric  pressure. 
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and  place  the  tip,  which  contains  the  platinum  orifice  plate,  in 
its  seat  at  the  top  of  the  tube.  Suspend  the  thermometer  in  the 
water. 

With  the  stop-watch  in  hand,  open  the  valve,  permitting  the 
air  to  escape  through  the  orifice  and  the  water  to  rise  in  the  tube. 
Note  the  time  (in  seconds)  necessary  for  the  water  to  rise  from 
the  lowest  mark  to  the  uppermost  one  below  the  surface  of  the 
wafer.     Record  this  datum  and  also  the  temperature  of  the  water. 


-l^'ill  the  glass  tube  entirely  with  water  by  suction  applied  to  the 
"t-op  of  the  tube  through  a  rubber  connection,  any  water  collecting 
*  n  the  rubber  tube  being  returned  to  the  cylinder.^    Ne.xt  fill  the 

'  The  use  ot  Bunscn  effusion  apparatus  provided  with  a  three-way  valve 
*:nakea  it  moie  practicable  to  introduce  the  sample  directly  and  to  allow 
*.  he  gas  to  bubble  up  through  the  cylinder  for  a  short  time  before  closing  the 
^i'alve. 
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glass  tube  with  the  gas  to  be  tested,  by  connecting  the  rubber 
tube  to  the  source  of  supply,  over  the  metal  seat  at  the  top  of  the 
tube,  and  opening  the  valve.  When  the  tube  is  filled  with  the 
gas,  the  valve  is  closed,  and  the  apparatus  is  allowed  to  stand 
for  a  minute  before  proceeding  with  the  test,  as  in  the  case  of  air. 
The  time  in  seconds  for  the  water  to  pass  from  the  lower  to  the 
upper  mark  is  recorded,  as  well  as  the  temperature  of  the  water. 

Finally,  the  time  for  air  is  divided  into  the  time  for  the  gas  and 
the  result  is  squared.  This  is  the  specific  gravity  of  the  gas, 
compared  with  air  as  unity. 

Precautions. — The  effusion  apparatus  is  convenient  for  field 
work  and  is  perhaps  more  accurate  when  standardized  against 
the  gas  density  balance.  For  the  best  results  with  the  efifusion 
apparatus,  the  test  should  not  be  taken  in  the  open,  especially 
in  windy,  damp  or  cold  weather.  The  tip  should  be  inspected 
carefully  at  all  times  and  kept  dry  and  warm.  If  a  series  of  tests 
is  being  made,  the  temperature  of  the  water  should  vary  but 
little.  No  water  should  be  lost  from  the  cylinder  or  none  added, 
since  the  hydrostatic  pressure  must  be  the  same  when  examining 
both  the  gas  under  test  and  the  standard. 

Effusion  instruments  on  the  market  carry  a  three-way  valve 
and  side-tube  for  the  purpose  of  introducing  the  gas  sample  with- 
out removing  the  tip. 

(6)  Gas  Density  Balance.  Apparatus, — Edwards*  gas  density 
balance  (see  Fig.  91-a,  6,  and  c);  barometer;  calcium  chloride 
tube;  and  pump  for  evacuating  or  applying  increased  pressure. 

Procedure. — According  to  Boyle's  law,  the  density  of  a  gas  is 
proportional  to  its  pressure;  and  the  buoyant  force  exerted  upon 
a  body  suspended  in  a  gas  is  proportional  to  the  density  of  the 
gas  and,  therefore,  to  its  pressure.  Hence,  if  the  buoyant  force 
exerted  upon  a  body  is  made  the  same  when  suspended  successively 
in  two  gases,  the  densities  of  the  two  gases  must  be  identical  at  the 
pressures;  or  the  densities  of  the  two  gases  at  normal  pressure  are 
in  inverse  ratio  to  the  pressures  when  of  equal  buoyant  force. 

The  balance  case  is  mounted  on  a  firm  table  and  the  manom- 
eter attached  to  A.  This  joint  is  made  gas-tight  with  packing. 
The  manometer  is  filled  half-full  with  clean  mercury.^    The  water 

'  If  niercur>'  contains  dust  or  if  its  surface  is  fouled,  it  generally  can  be 
cleaned  by  allowing  it  to  run  through  a  paper  filter  having  several  pin  holes 
in  the  apex.  On  the  purification  of  mercury,  Dennis'  *'Gas  Analysis,'^ 
1913,  117. 
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icket  should  be  filled  with  water  at  room  temperature  or  sufB- 
cient  time  should  be  allowed  for  the  water  to  acquire  that  temper- 
ature before  making  a  test.  The  beam  then  is  placed  on  its 
bearing  and  inserted  in  the  Raa  ehamber,  the  support  being  held 
firmly  in  place  by  the  friction-ring  to  which  it  is  attached.  A  pair 
of  tongs  Ls  provided  to  aid  in  removing  the  beam  support.  The 
beam  support  should  he  adjusted  to  be  exactly  level;  this  can 


.  B3. — The  "  SUndarda "  spacifir  gravity  apparatus  [or  gassB,  designed  t>y  ' 
J.  D.  Edwarda  (Met.  Ckem.  £ng..  IS  (1917),  518). 
K''The  (ffUKion  method  for  Ihe  detcrinlnitioD  oF  the  ajwcifiv  (rsvity  o[  ■  gu  i>  based  upon 
Tl»l>Bt  lh*t  the  timn  raquirsd  lor  the  esrupe  of  oquiirvaluniea  o\  iwo  cues  undm  the  Hme 

Hsrurnr^ obtainable  depends  on  the  aiie  and  ihape  oF  the  oriRce  and  the  operating  eondi- 
tiie  "Standarde  Bpnaralui'' ia  made  in  a  f 
1.  and  Ihe  sharp  edgrd  oriRce  ii  0.25  mm. 


'  -A'e^apj 


iDnrimeiatobai 
iber.     The  (u  ell 


id  by  Edi 

atafiiodhsiil 

ured  IB  defined  by  marks  on  Ih< 


o  (his  apparatiu. 


net  hod  oF  o] 
■oiigh  the  or 


be  done  by  tapping  the  balance  case  and  observing  whether  there 
ia  a  tendency  for  Ihe  beam  to  slide  to  either  side.     The  cap  clos- 
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ing  xht  gas  chmmber  then  is  screwed  on  tigbtly  and  the  apparatus 
is  tested  for  gas  tightness.  This  can  be  done  by  ledacing  the 
pretseiure  with  the  vacuum  pump  to  200  mm.  or  less,  closing  the 
ccmnection  to  the  pump  MMkd  noting  whetho-  the  gage  shows  an 
ap^HT<iah}e  diange  during  a  petiod  of  five  mintites. 

The  baluK^  case  next  is  filled  with  dry  air  by  first  eracuating 
and  ihea  allowing  air  to  enter  dowiy  through  a  small  calcium 
chloinde  lube  attached  ai  /.  A  phig  of  cotton  should  be  placed 
in  ii>^  eiDd  of  the  drying  tube  to  preTent  dust  entering  the  balance 
ca^e  a:Di  hp««cEiing  attached  to  the  beam.  If  the  balance  con- 
Tdkiss  cas  frvcQ  a  previoos  determinatko^  this  ^loold  be  Snshed 
oQi  :  T  ^T:ferfi;a:£3s:  ac&d  refilling  the  requiscte  ntimber  of  times  to 
^r':::^?  ^z^  ^;:2>^»r*aminaaed  sample.  Air  shoold  be  aEbwed  to  enter 
xr:£  -li?  pcessore  a?  ^iixiLtly  in  eseess  of  thas  necessary  to  secure 
%  tikVkTire-  Tbe  exitet  adErnscmiefiii;  of  the  pcessure  thm  can  be 
n^Si  by  wizhdinwis^  air  thnxi^  •ae  needlie  Tatre  Er  which 
■*asicif?s  :c»f  ^o  •Aicuce  •&?  pressure  very  gradaialty  or  in  steps  of 
A  i^'w  :ecL:i*  of  a  siilEiseixr  a^  a  time.  When,  eqoilibriam  is 
r«ai.!iiH»i  :ii*  ^ressin?  on  the  mAittxneoff  k  read  and  the  atmos- 
Tihirj:  7r«*ss5ure  i?  <iecemr:iied  fn?m.  a  bajtMneter.  The  balance 
nki«  zhiia  >  iZad  wiia  zhi  &s^  whwue  *iensiirr  is  to  be  <fetermined. 
-^'ir  TT-jctfr  purcLau:,  the  pressure  ii*  ad^txsced  in  the  same  man- 
ner i^  -vi^i  AX.  The  jciae  ihcuii  ilw^ij?  be  trapped  just  before 
r^uiiiru£  -n  .rier  :o  etirrr.Tiirt;  tae  e&ct  of  rhe  mercury  clinging 

Tr!ie  ieasirLTirv  .,»/  tire  beaai  caa.  ?e  iiijusted  by  raising  or 
♦."T^frjijt  ^iie  aet»*ile  poinr^  iani  by  rtiisiojc  or  lowerinic  the  small 
mr  ii«.iinr-!«i  :a  "op  ot  :iie  beaai.  Thtf  longer  the  period  of 
-^'iiit  ~ae  jT^^rer  ~ae  ^j^ajji'^iviry.  iaii  hence  the  accuracy. 
r\ii?  i«i;n>r3ie!ir  aniiir.  of  vX'urse.  be  anuie  before  the  beam  i& 
:i:i4^»:  n  -jii  :aliiaot?  :ai5*?-  Tie  btjiim.  Air^faiiiy  has  been  adjusted. 
'ic  iiici  r^n^n^ir-r  sad  ^aoiiiti  aoc  be  vroanged  unnecesBarily. 
^z^.  'I*  s.: .«.a  ]£  Huulii: nun  :f  ~:ie  :t?aai  -:ia  be  altered  by  meazi^ 
'i  -itt  'i  2'i:;f  ir  ao  ^mi  u  ':ie  :t?uiii.  I~  :s -^nvenienc  for  most 
V  re    .,    1-  --  ^r    \il;tait*    i  :\?^v    ii.IIimecyr*  below  atmosphericr 


. '  '^- 


Ti-  r-^^ii-  '.iiT-  ii;:'-  ?t»  uri:***!  ^.»uily  :n  order  to  start  the 
--.::  -^  n^ru;  vieii     ior»  >  i    .»n»:r'-u  ^'  ^'  ^iick.     If  this  binding 

^"  :.-  ::-  :it:-u:-  -i.sim  >^  <;m.-vpa»»i  joii  'he  glass  bearing 
:--^^-;  -  :i:2r---*-":o::<.  '  -'ivui  '  v -RT^tched,  the  bear— 
%  --    :.  :    ^  -^-'^.liv-;.      "T'lc"    ::^iur>*       -^^^Lurr?  constant  readings- 
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ith  air  or  gas  usually  is  due  to  an  imperfection  in  the  needles  or 
tarings.  Any  fine,  sharp  needle  can  be  used  for  this  purpose, 
id  each  needle  always  should  be  examined  to  see  that  it  is 
jither  bent  nor  perceptibly  rounded  at  the  point.  The  exact 
Qgth  of  the  needles  should  be  measured  before  removing,  to 
d  in  adjusting  them  after  replacement. 

The  method  of  recording  the  data  and  the  calculations  involved 
e  given  in  the  following  example: 

irometric  pressure  (millimeters) 766 . 4 

ige  readings  with  air  (millimeters) f  396 . 7 

1390.3 
'essure  (millimeters) —6.4 

Total  pressure  ^millimeters) 750 .0 

ige  readings  with  gas  (millimeters) 189 . 3 

1597.4 
'essure  (millimeters) +408 . 1 

Total  pressure  (millimeters) 1164 . 5 

lecific  gravity 750 . 0 


1164.5 


=  0.6441 


On  the  calculation  of  specific  gravity  from  the  results  of 
lemical  analysis,  see  page  259. 

3.  Heating  Value. — The  heat  of  combustion  of  natural  gas 
ay  be  calculated  from  the  results  of  analysis  by  multiplying 
16  heating  value  of  each  hydrocarbon  by  the  percentage  in  the 
IS,  adding  the  results  together,  and  finally  dividing  the  sum  by 
)0  (see  page  260) .  The  reliability  of  this  method  depends  upon 
16  accuracy  of  the  analysis.  In  many  cases  the  requisite  ap- 
iratus  or  expert  analyst  is  not  available,  and  then  the  calorim- 
rer  oflfers  a  fairly  reliable  method,  with  the  advantage  of  being 
aerated  easily  by  any  intelligent  person  after  instruction  and 
ractice. 

The  apparatus  described  below  is  the  improved  type  of  Junk- 
's flow  calorimeter,  which  is  used  very  widely  in  the  natural 
ad  manufactured  gas  industries.^ 

Apparatus. — Calorimeter  complete  (see  Fig.  93)  and  baro- 
leter. 

Procedure,^ — On  unpacking  the  calorimeter,  see  that  all  parts 
re  present  and  in  good  condition.     Clean  it  inside  and  outside 

^  For  a  description  of  the  method  of  the  Bureau  of  Standards,  see  the 

ppendiXj  page  503. 

*  From  Report  of  the  American  Gas  Institute,  with  addenda. 


248 


THE  EXAMINATION  OF  PETROLEUM 


and  be  sure  that  it  is  free  from  all  packing  material.     Set  up  ll:*-^ 
apparatus  as  shown  in  cuts  of  the  different  seta.     Screw  on  tha.e 
inlet  water  pipe  and  see  that  the  air  vent  tube  is  in  its  place  i-  an 
this  pipe.     Level  the  calorimeter  by  means  of  the  screw  feet  an».  <i 
plumb-bob.     Connect  the  center  hose  nipple  on  the  inlet  we^  i.a: 
with  rubber  tubing  to  the  water  supply  and  the  side  connectici^aa 
to  the  sink  to  carry  away  the  over-flow.     Connect  the  tubir:z:».^ 
for  water  running  to  weighing  pail  to  the  vertical  nipple  on  tfcr:M_a 
3-way  cock  on  the  outlet  weir  and  for  the  w^iste  lo  the  side  ni    "_^^y 


I 


pie.  Handle  the  thermometers  with  the  greatest  care.  Scr^^  ^ 
the  32°  to  100°  thermometer  on  the  inlet  water  pipe  and  the  &*-^ 
to  110°  thermometer  on  the  top  of  the  instrument  for  the  out  J-^^ 
water.  Screw  the  small  thermometer  in  place  on  the  exhai»^^ 
flue.  Place  the  two  telescopic  sights  in  position  oa  the  wa*>^^ 
thermometers,  being  very  careful  not  to  break  them  off  bypr^^^*"' 
sure  against  the  sights.  Connect  the  meter  to  the  regulati-*"^^ 
manometer  or  governor  and  the  governor  to  the  burner  wi  *-' 
short  pieces  of  rubl>er  tubing,  or  with  flexible  metal  tubing  h^"^* 
ing  coupled  ends. 

The  calorimeter  should  be  set  up  in  a  light  and  well  ventilat-^^ 
room  or  cabinet  which  is  free  from  draughts  and  in  which  fc*-*^ 
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temperature  can  be  maintained  constantly  at  not  less  than  60°F. 
The  room  should  be  provided  with  a  sink  and  with  a  good  supply 
of  running  water.  It  is  advisable  to  have  a  large  shallow  over- 
head covered  tank,  from  which  the  water  supply  can  be  taken. 
If  the  tank  does  not  hold  enough  water  for  a  prolonged  series  of 
readings,  a  small  gas  water  heater  may  be  employed  to  brin'g  the 
water  to  approximately  the  room  temperature.  It  is  desirable 
to  use  in  the  calorimeter  water  which  is  clear  and  free  from 
suspended  matter;  therefore,  a  filter  should  be  installed  in  the 
water  supply  line  to  the  overhead  tank. 

If  only  a  single  test  is  desired,  gas  may  be  taken  from  the 
house  piping;  but  if  an  average  value  is  required,  a  small  gas 
holder,  or  averaging  tank,  should  be  used,  and  the  gas  flowing 
into  the  holder  adjusted  to  a  rate  of  flow  to  just  fill  it  in  the 
time  during  which  the  sample  is  to  be  taken.  Care  should 
be  exercised  to  have  a  short  service  to  this  holder  in  order 
that  an  average  sample  of  gas  may  be  obtained;  and  if  the 
sample  is  taken  from  a  line  on  which  there  is  no  considerable 
consumption,  it  is  necessary  that  this  line  be  thoroughly  cleared 
out  before  sampling.  It  is  recommended  that  the  gas  be  metered 
at  a  pressure  not  to  exceed  2  in.  of  water;  if  this  pressure  is  not 
obtainable,  it  is  advisable  to  insert  a  holder  or  a  diaphragm 
governor  in  the  supply  line  to  reduce  the  pressure  to  this  range. 

Set  up  the  calorimeter  so  that  the  overflow  and  outlet  water 
can  be  led  to  the  sink.  Make  the  water  connections  with  rubber 
tubing,  being  careful  not  to  cramp  the  tubing.  To  avoid  air 
currents  caused  by  the  movement  of  the  observer's  body,  set  up 
the  calorimeter  so  that  the  water  supply  and  waste  may  be  ad- 
justed easily  and  that  all  temperatures  may  be  observed  readily. 
Lead  the  outlet  water  to  a  waste  funnel  supported  a  little  above 
the  top  of  the  copper  or  glass  container  used  in  collecting  the 
water,  so  that  the  water  can  be  shifted  from  the  funnel  to  the 
container  and  back  without  spilling. 

Set  up  the  gas  meter  facing  the  observer  and  level  it  carefully. 
Then  adjust  the  water  level  of  the  meter,  both  inlet  and  outlet 
being  open  to  the  air.  To  do  this,  remove  the  plug  from  the 
dry  well,  open  the  funnel  cock  and  disconnect  the  tubing  on  the 
outlet  of  the  meter.  Add  water  through  the  funnel  or  remove 
by  the  cock  under  the  gage  glass  until  the  lowest  edge  of  the 
meniscus  just  touches  the  scratch  on  the  gage  glass,  or  is  even 
with  the  fixed  marker.     If  the  meter  has  been  filled  freshly  with 
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water,  the  gas  must  be  allowed  to  bum  at  least  two  hours  before 
making  a  test.  When  the  water  in  the  meter  is  saturated  with 
gas,  20  minutes  should  be  sufficient. 

Fill  the  pressure  regulator  about  %  full  with  water,  then  con- 
nect it  to  the  calorimeter  burner.  Metallic  tubing  is  preferable; 
but  when  rubber  tubing  is  used  to  connect  the  meter,  pressure 
regulator  and  burner,  the  connections  should  be  as  short  as 
possible  and  should  be  saturated  with  the  gas.  Turn  on  the 
gas  and  allow  it  to  burn  for  5  to  10  minutes,  with  the  burner  on 
the  table.  Shut  off  the  gas  at  the  burner  and  watch  the  hand 
on  the  meter  for  leakage.  Be  sure  that  all  leaks  are  stopped 
before  attempting  to  make  a  test.  Start  the  water  running 
through  the  calorimeter  at  a  rate  of  about  3  pints  per  minute. 
Regulate  the  gas  to  flow  at  the  rate  (4  to  7  cu.  ft.  per  hour) 
found  by  experiment  to  give  the  highest  result  with  the  gas  to  be 
tested,  admitting  sufficient  air  through  the  burner  to  give  the 
flame  a  faintly  luminous  tip;  then  insert  the  burner  as  far  up  into 
the  combustion  chamber  as  the  bracket  permits,  and  again 
observe  the  condition  of  the  flame  to  see  that  it  is  all  right, 
using  a  mirror. 

The  excess  of  air  passing  through  the  calorimeter  is  controlled 
somewhat  by  the  position  of  the  damper  in  the  exhaust  port,  and  the 
best  results  are  obtained  by  having  the  excess  air  as  low  as  pos- 
sible and  still  maintaining  complete  combustion  of  the  gas.  To 
determine  this  position  of  the  damper,  some  experimentation 
may  be  necessary.  Operate  the  calorimeter  until  a  thermal 
balance  is  established  on  the  inlet  and  outlet  water  thermometers. 
Start  with  the  damper  closed,  then  open  slightly,  observing 
carefully  the  outlet  thermometer.  When  this  thermometer 
reads  at  a  maximum — or,  in  other  words,  when  the  greatest 
rise  in  temperature  is  given  to  the  water,  which  presumably  is 
passing  through  the  calorimeter  uniformly — the  damper  is  in 
approximately  the  correct  position  for  the  amoimt  of  gas  being 
burned  and  the  excess  air  necessary  for  perfect  combustion  is  at 
a  minimum. 

The  water  should  be  regulated  so  that  there  is  a  difference 
between  the  inlet  and  outlet  temperatures  of  about  15®F.  The 
temperature  of  the  inlet  water  should  vary  but  little  when  an 
overhead  tank  is  used  and  the  water  maintained  at  room  tem- 
perature.    Be  sure  that  both  overflows  are  running. 

Before  making  the  test,  the  barometric  reading,  the  tempera- 
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ture  of  the  gas  at  the  meter,  the  temperature  of  the  rooia  aod 
the  temperature  of  the  exhaust  products  should  be  recorded.  It 
is  desirable  to  have  the  temperature  of  the  inlet  wat«r  and  the 
temperature  of  the  exhaust  products  as  nearly  as  possible  at  room 
temperature,  in  order  to  establish  more  nearly  a  thermal  balance 

- — the  difference  in  these  temperatures  should  never  exceed  5°F. 

^ext  allow  the  gas  to  burn  in 

t^he  calorimeter  until  a  thermal 

balance  is  established,  or  until 

'there  is  the  least  change  in  the 

inlet  and  outlet  waters. 

The  test  now  may  be  started 

by  shifting  the  outlet  water  by 

the  three-way  cock  from  the 

funnel  to  the  container  just  as 

the  large  hand  on  the  meter 
passes  the  zero  point.  Read- 
ings then  are  made  on  the 
inlet  and  outlet  thermom- 
eters, making  the  readings  as 
rapidly  as  the  observer  is  able 
to  record  them  during  the 
consumption  of  0.2  cu.  ft.  of 
gas.  At  least  ten  readings 
should  be  made  of  both  the 
inlet  and  outlet  water  tem- 
peratures. Water  again  is 
shifted  from  the  container 
to  the  waste  funnel  as  the 
hand  passes  the  zero  point 
the  second  time.    The  water 

then  is  weighed  or  measured.  The  uncorrected  heating  value 
per  cubic  foot  is  obtained  by  multiplying  the  difference  of  the 
averages  of  the  inlet  and  outlet  temperatures  by  the  number  of 
pounds  of  water  and  dividing  by  two-tenths.  This  quantity  is 
divided  by  the  correction  factor  for  the  barometer  and  tempera- 
ture, obtainable  from  tables,  to  give  the  heating  value  at  30  in. 
pressure  and  60°F.  The  weight  of  the  contents  of  the  container 
should  be  obtained  while  the  inside  is  net.  This  may  be  done 
by  filling  the  container  with  water,  emptying,  and  then  shaking 
(or  about  5  seconds  in  an  inverted  position.     This  will  do  away 
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with  any  correction  where  several  consecutive  tests  are  required 
with  the  same  container. 

A  second,  and  perhaps  a  third,  test  is  advisable,  and  shouV^ 
be  made  without  disturbing  the  existing  conditions,  provided  m^ 
readings  are  within  the  above  prescribed  limits.    In  practice  tfc*^ 
operator  should  get  consecutive  results  within  t^n  (10)  B.t.u.  (^^^ 
the  same  holder  of  gas.     Under  such  conditions  an  average  c^^^ 
the  results  may  be  taken. 

ResvUs  as  Obtained  by  Calculation. — The  method  of  calculal 
ing  the  calorific  value  of  the  gas  from  the  observations  indicate 
is  very  simple  when  all  readings  are  made  in  English  units, 
recommended,  and  entered  in  a  conveniently  arranged  form. 
simple  record  sheet  is  shown  in  the  Appendix ,  page  531. 

The  averages  of  the  inlet  and  outlet  water  temperatures  ai 
determined  and  necessary  corrections  for  thermometer  errors 
made.  The  diflference  in  these  averages  should  give  the  rise  ii 
temperature  of  the  water.  This  rise  in  temperature  is  multipliei 
by  the  number  of  pounds  of  water  passed  through  the  calorinav-  - 
eter  during  the  test.  The  product  then  is  divided  by  tL^ 
quantity  of  gas  burned — 0.2  cu..  ft.  This  quotient  will  give  th^^ 
heating  value  of  1  cu.  ft.  of  gas  in  B.t.u.  at  the  indicated  ten».— 
perature  and  barometric  pressure.  To  correct  this  to  60**F.  an  <d 
30  in.  pressure,  divide  by  the  "Correction  Factor"  for  the  indi  - 
cated  temperature  and  pressure  as  obtained  from  the  Appendi: 
page  527.  The  final  result  will  be  the  corrected  heating  value 
the  gas  tested,  in  B.t.u. 

Expressing  the  above  in  a  formula,  there  is  had : 

B.t.u.  per  cu.  ft.^  =       ^     • 

It 

W  =  weight,  in  pounds,  of  water  passed. 

T   =  the  average  diflference  in  temperature,  in  degrees  F- 

between  inlet  and  outlet  water. 
G  =  corrected  volume  of  gas  burned,  in  cu.  ft. 
Finally,  if  so  desired,  the  correction  for  atmospheric  humidi. 
is  made. 

Care  of  Instruments, — The  calorimeter,  being  a  delicate 
.^sensitive  instrument,  should  be  cared  for  when  not  in 
If    the    instrument    is  set    up    permanently,  provision  she 

*  Under  the  following  conditions:  30  in.  of  mercury,  60®F.,  and  asi 
with  water  vapor. 
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be  made  that  it  be  no[  disturbed  by  anybody  except  the  operator. 
If  the  instrument  is  not  erected  permanently,  when  dismantled 
it  should  be  cleaned  carefully  inside  and  out,  and  the  thermometers 
removed  and  carefully  packed  in  cotton. 

It  is  advisable  to  inspect  the  calorimeter  bimonthly,  to  see 
whether  the  interiors  of  the  combustion  chamber  and  of  the  tubes 
are  free  from  carbon  deposits  and  corrosion.  If  it  is  found  to 
be  unclean,  the  interior  of  the  combustion  chamber  should  be 
washed  or  wiped  out  and  the  tubes  should  be  cleaned.  The  latter 
may  be  freed  of  any  deposit  by  using  a  wire  brush  cleaning  rod, 
similar  to  that  employed  in  cleaning  rifle  barrels. 

It  seems  hardly  necessary  that  instructions  should  be  given  for 
the  care  of  such  an  instrument,  but  certain  precautions  should 
be  noted. 

Precautions. — Do  not  place  a  lighted  burner  in  the  calorimeter 
when  water  is  not  running  through  the  instrument. 

Do  not  shut  oflF  the  water  while  the  gas  is  burning;  but  if 
the  water  is  accidentally  shut  oflF,  then  shut  off  the  gas  quickly, 
to  avoid  breaking  the  thermometers. 

Do  not  move  suddenly  near  the  instrument  during  the  prog- 
ress of  a  test.  Slight  drafts  thus  caused  will  vary  the  outlet  read- 
ings and  vitiate  the  test. 

Do  not  fail  to  check  daily  the  water  level  in  the  gas  meter. 

Do  not  forget  to  test  the  meter  and  all  connections  daily  for 
leakages. 

Do  not  erect  the  calorimeter  too  close  to  any  heating  or  lighting 
appliances,  where  radiant  heat  might  aflfect  the  readings. 

Do  not  make  the  test  with  the  inlet  water  temperature  over 
5  degrees  above  or  below  the  temperature  of  the  room. 

Do  not  fail  to  fill  the  overhead  tank  with  water  when  through 
testing,  so  that  it  will  be  ready  for  the  next  test. 

Accuracy  of  Meter, — The  accuracy  of  the  meter  should  be 
known  and  corrections  to  the  observed  gas  volumes  should  be 
made  when  necessary.  In  calibrating  the  meter,  the  method 
described  in  the  Appendix y  page  532,  may  be  used. 

Correction  for  Humidity. — The  correction  for  humidity  may  be 
secured  from  the  Appendix y  page  529,  after  having  determined 
the  relative  humidity  of  the  atmosphere  by  the  following  method.^ 
A  good  ventilation  is  necessary  for  the  success  of  this  experi- 
ment.    The  apparatus  used  is  the  sling  psychrometer  (Fig.  96). 

^  U.  S.  Dept.  of  Agriculture,  Weather  Bureau  Bull,  286. 
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A  small  rectangular  piece  of  muBlin,  wide  enough  to  go  one  and 
one-third  times  around  the  bulb,  and  long  enough  to  cover  it  and 
that  part  of  the  stem  below  the  metal,  is  wetted  and  wrapped 
about  the  lower  of  the  two  thermometers,  and  tied  with  u  thread, 
first  at  the  top  and  then  at  the  bottom,  in  a  way  which  draws 
the  mualin  cover  neatly  over  the  bulb.  The  portion  below  the 
lower  knot  is  cut  o£f  with  a  pair  of  scissors.  The  lower  bulb 
then  is  dipped  in  water  and  the  instrument  is  whirled  rapidly  for 
fifteen  to  twenty  seconds,  stopped  and  the 
temperatures  read  quickly,  the  wet  bulb 
thermometer  first.  This  procedure  is  repeated 
until  the  temperature  of  the  wet  bulb  becomes 
constant.  This  temperature  is  recorded  as  the 
wet  bulb  reading;  that  of  the  other  thermometer 
as  the  air  temperature.  The  relative  humidity 
then  is  calculated  from  the  curves  of  the  Ap- 
pendix, page  502.  Example:  dry  bulb  reading, 
SOT.;  wet  bulb  reading,  70°F.; relative  humid- 
ity, 61. 

Note. — Concerning  the  manipulation  of  the 
psychrometer,  U.  S.  Bureau  of  Standards  Cir- 
culaT  48  directs  as  follows:  "The  paychroraet-er 
should  be  whirled  with  a  steady  uniform  motion, 
keeping  the  hand  nearly  stationary,  between 
two  and  three  revolutions  per  second  giving  a 
satisfactory  rate  of  ventilation.  The  stopping 
of  the  instrument  is  the  most  difficult  part  of  the  operation. 
This  can  and  should  be  done  in  a  single  revolution.  By  sud- 
denly allowing  the  hand  to  follow  the  instrument  up  and  out  into 
a  larger  circular  or  spiral  path,  the  instrument  can  be  brought 
to  rest  as  it  descends,  and  the  wet  bulb  reading  noted  within  a 
second  or  two." 

Total  {Gross)  and  Low  {Net)  Heating  Values  of  Gas. — By  the 
procedure  given  above  for  the  determination  of  the  heating  value, 
the  result  secured  is  the  total  ("high")  or  gross  value.  The  low 
or  net  value,  which  often  is  used  by  engineers  when  considering 
practical  combustion,  is  the  one  which  takes  into  consideratioQ , 
the  heat  carried  off  by  the  uncondensed  moisture.  In  the 
calorimeter  this  heat  is  given  up  by  the  condensation  of  the 
water.  In  order  to  calculate  the  lower  heat  value  of  the  gas,  the 
number  of  r.c.  of  water  accumulating  in  the  small  glass  cylinder 
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beneath  the  calorimeter  by  the  combustion  of  1  cu.  ft.  of  the 
gas,  is  measured.  This  result  multiplied  by  2.3  gives  the  value 
which  is  to  be  subtracted. 

4.  Analysis  of  Natural  Gas. — Natural  gas  consists  princi- 
pally of  paraffins,  and  methane  generally  is  the  preponder- 
ating constituent,  the  characteristic  hydrocarbon.  Natural 
gas  may  contain,  besides  the  hydrocarbons,  nitrogen,  carbon 
dioxide,  small  quantities  of  argon,  neon  and  helium,^  and  hydro- 
gen sulphide.*  For  the  composition  of  various  gases,  see  the 
Appendix y  page  500. 

^  On  the  application  of  the  interferometer  to  gas  analysis,  and  especially 
to  the  analysis  of  helium — ^nitrogen — methane  mixtures,  see  Edwards, 
Chem,  Met.  Eng,y  21  (1919),  560.  On  helium  in  natural  gas,  see  Kan,  Univ. 
Geol.  Survey.^  9  (1908),  228.  On  the  helium  content  of  the  various  natural 
gas  supplies  within  the  British  Empire,  see  BtUletin  31,  Mines  Branch, 
Canada  Dept.  of  Mines,  1920. 

*  Hydrogen  sulphide  sometimes  is  foimd  in  natural  gas  and  may  be  tested 
for  qualitatively  by  the  use  of  lead  acetate  paper.  Experts  of  the  Bureau  of 
Mines  determine  hydrogen  sulphide  in  natural  gas  by  absorption  in  a  stan- 
dard solution  of  iodine  and  titration  of  the  excess  of  iodine  with  standard 
sodium  thiosulphate  solution. 

The  Bureau  of  Mines  finds  that  hydrogen  is  not  present  in  natural  gas. 
If  it  is  desired  to  test  for  thnt  gas,  the  ordinary  method  of  passing  the  gas 
mixed  with  air  over  palladium  asbestos,  or  of  absorption  in  colloidal  palla- 
dium solution  ^Bureau  of  Mines  Btdletin  42),  may  be  depended  upon  to 
give  accurate  results. 

Since  the  use  of  alkaline  pyrogallate  introduces  a  slight  error,  especially 
when  the  higher  paraffins  are  present,  the  following  method  is  recommended 
where  small  quantities  of  air  are  suspected  in  natural  gas  (Bureau  of  Mines 
Bulletin  42) :  About  15  c.c.  of  a  ten  per  cent,  solution  of  sodium  hydroxide 
and  25  c.c.  of  a  10  per  cent,  solution  of  manganese  chloride  are  drawn  into 
a  ISO-u.c.  burette  provided  at  the  top  with  a  100-c.c.  bulb.  Then  100  c.c. 
of  the  gas  sample  are  drawn  into  the  burette  and  shaken  about  15  minutes 
with  the  solutions.  Prolonged  contact  between  the  gas  mixture  and  solu- 
tions is  essential  for  complete  oxidation.  A  few  c.c.  of  a  10  per  cent,  solution 
of  potassium  iodide  and  a  5  per  cent,  sulphuric  acid  solution  are  drawn  into 
the  burette.  The  mixture  then  is  transferred  to  a  flask  and  immediately 
titrated  with  N/40  sodium  thiosulphate  solution: 

2MnCl,  +  4NaOH  =  2Mn(0H),  +  4NaCl; 

2Mn(0H),  +  O  +  H,0  =  2Mn(0H),; 

2Mn(0H),  +  3H,S04  +  2KI  =  2MnS04  -f  KiSO*  -f  6H,0  +  21. 

Carbon  monoxide  likewise  is  found  to  be  absent  in  natural  gas.  How- 
ever, if  it  is  desirable  to  make  qualitative  tests,  the  following  is  recommended 
(Bureau  of  Mines  Bulletin  42):  A  few  drops  of  blood,  cither  defibrinated 
steer's  blood  or  blood  drawn  by  pricking  Ihe  ^  ^  distilled 

water  until  the  solution  assumes  a  buif-!  c.c. 
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Credit  is  due  to  George  A.  Burrell  and  his  associates  in  the 
United  States  Bureau  of  Mines,  for  the  perfecting  of  existing 
methods,  as  well  as  for  the  development  of  new  procedures  for 
the  analysis  of  gases.  ^ 
Bureau  of  Mines  Method.  Apparatus. — See  Fig.  96.* 
Procedure ^ — Oxygen  or  other  gas  left  in  the  horizontal  capil- 
lary train  from  the  previous  analysis  is  displaced  by  drawing  a 
few  c.c.of  nitrogen —  prepietred  beforehand  by  passing  air  into  the 
pipette  and  absorbing  the  oxygen  by  means  of  the  alkaline  pyro- 
gallate  solution — from  the  pipette  d  into  the  burette.  This  mix- 
ture then  is  allowed  to  escape  into  the  air. 


capacity  is  filled  with  the  solution  and  the  gas  sample  is  passed  into  the 
solution  until  it  displaces  all  but  25  c.c.  of  it.  The  tube  then  is  shaken  gently 
for  ten  minutes.  Finally,  the  treated  blood  is  compared  with  the  normal 
blood  solution  of  the  same  dilution  in  another  test-tube  similar  in  shape 
and  capacity  to  that  used  for  the  treated  blood  solution.  The  presence  of 
carbon  monoxide  may  be  detected  in  the  treated  sample  by  a  characteristic 
pink  color  when  as  small  an  amount  as  0.03  per  cent,  is  present  in  the  gas. 

Carbon  monoxide  and  olefines  also  react  with  dilute  palladium  chloride 
solution,  the  palladium  separating  out  as  a  black  cast  or  as  particles  sus- 
pended in  the  liquid.  In  the  case  of  carbon  monoxide,  carbon  dioxide  is 
formed  during  the  reaction.  This  test  is  good  for  gases  containing  but 
traces  of  either  carbon  monoxide  or  olefines. 

1  Bureau  of  Mines  Tech.  Papers  87  and  104. 

>  R.  P.  Anderson  {J.  Ind.  Eng.  Chem.y  11  (1919),  299)  recommends  the 
use  of  a  combustion  pipette  made  from  "Pyrex**  glass.  He  also  describes 
the  use  of  a  device  which  will  enable  the  operator  to  know  when  no  further 
contraction  is  taking  place  during  the  combustion.  This  consists  of  a 
small  glass  tube  fastened  in  a  vertical  position  near  the  combustion  pipette 
and  connected  by  means  of  a  nibber  tubing  to  a  glass  "T"  placed  in  the 
rubber  tubing  between  the  pipette  and  its  levelling  bulb.  The  upper  end 
of  the  glass  tube  should  extend  to  the  highest  point  to  which  tHe  levelling 
bulb  is  brought  in  making  an  analysis,  in  onler  that  the  mercury  may  not 
be  driven  out  of  the  opening  at  the  top.  After  the  entire  gas  sample  has 
been  passed  into  the  oxygen,  the  stopcock  on  the  levelUng  bulb  is  closed; 
or,  in  the  absence  of  a  stopcock,  a  pinchcock  may  be  employed  on  the  rub- 
ber tubing  between  the  glass  "T"  and  the  levelling  bulb.  Under  these  con- 
ditions, contraction  of  the  gases  in  the  combustion  pipette  will  cause  the 
mercury  to  move  downward  in  the  small  glass  tube,  and  the  stopcock  or 
pinchcock  should  be  opened  momentarily  from  time  to  time  to  avoid  too 
large  a  reduction  in  pressure  within  the  pipette.  When  no  further  move- 
ment of  the  mercury  in  the  indicating  device  is  noted,  it  is  evident  that  the 
contraction  has  ceased  and  that  combustion  is  as  near  complete  as  may  be 
expected  for  the  sample. 

On  the  lubrication  of  stopcocks,  see  Dennis'  *'  Gas  Analysis,''  Iftl^  116. 

'  Bureau  of  Mines  Tech.  Paper  S7. 
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About  100  c.c.  of  the  f^as  sample  then  are  drawn  from  the  sam- 
ple container  into  the  burette.  The  sample  is  measured  in  the 
burette  against  the  pressure  existing  in  the  compensating  tube 
by  brinf^ng  the  mercury  in  the  manometer  tube  exactly  to  the 
mark  g.  The  sample  then  is  passed  successively  into  the  po- 
tassium hydroxide  solution  to  remove  carbon  dioxide,  and  the 
alkaline  pyrogallate  solution 
to  remove  oxygen,  the 
burette  measurements  being' 
made  in  the  same  manner  as 
with  the  original  sample. 

The  residual  gas  left  after 
Xhe  carbon  dioxide  and  oxy- 
gen have  been  determined  is 
discarded.  The  capillary 
oonnections  are  cleared  of 
combustible  gas  by  dilution 
'vrith  air,  and  100  c.c.  or 
slightly  less  of  oxygen  are 
measured  into  the  burette 
^nd  passed  into  the  com- 
bustion pippette.  About  35 
cc.  of  the  gaa  sample  then 
are  drawn  into  the  burette 
from  the  sample  container 
and  measured.  The  plati- 
num wire  in  the  combustion    „      „„     „  ,  ,,.  .     , 

.    ,  ,  -      ,,        c\Q.  96. — Bureau  of  Mines  apparatus  for 

(Iipette  LS  heated  electrically  the  aoalysis  ol  natural  gaa. 

■to    a  white  heat  and  the  gas   eomMmMfng'derice"coni"t^'^to"'h"*fi^tl 

sample  is  passed  at  the  rate  of  ?Ko'HiSlit!on)'fcMd''3'("py^o"^oi^wn)"^ 
&bout  10  c.c.  per  minute  into  '  (combiution  pip*tte|. 
the  combustion  pipette  containing  the  oxygen.  The  hydrocarbons 
bum.  as  fast  as  they  enter,  so  that  an  explosion  consequent  upon 
the  accumulation  of  gas  and  oxygen  can  not  follow.  In  analyz- 
ini^  natural  gas,  the  best  results  have  been  obtained  by  pEtssing 
tiie  oxygen  into  the  pipette  first.  When  the  natural  gas  is  passed 
in  first,  the  mixture  does  not  always  bum  satisfactorily. 

After  the  hydrocarbons  are  burned,  which  requires  about  four 
or  five  minutes,  the  combustion  pipette  is  allowed  to  cool  and 
tlw  eontmetioii  in  volume  due  to  combustion  is  measured.  The 
[  by  the  combustion  is  determined  by 
n  hydroxide  solution.     Then  the  gas 


•  ti^am^n  Till)  'iu»  •'k.i''Ti»  I'Tt'ifuIone  < 
■^%&i-.0^t   tr-p^  .lib*  »«i  yaeir  3ir  ^u»  ; 

,r.,ry,r-,c,ri  ir  ■.!«•  .M^ipz  7«riiBn  lyimeanMiiis  Lfattt  IQO  e.e.  of 
r  -jpn  »  ll  nr,r  -.*i  »iiifii'M>ar  :.ir  The  nunoieffi  combagdua  of  the 
'J'y  *  -■•    'i>  .la:  ■iru  d^-     Is.  <nisi  sunuic^  i  jTi«ngr-  qtaatity  of 

;  1  V,  ■»»*;  J*  -.-w  iy>r''ir7  Ji  -Ji*t  ■znrvrx  aiwii  above  the  upper 
■t.,r^.-./-<  Tirt  »b*  ■jr-;t.-.-iif  ji  -ae  irapiSacy  cabins  at  "7 
■•  t^.^   J    -.*  i>-:i-   'If  ..-  -r-i-.jia,- :2  ■iQ-j.T  wirii  rhe  eolations  by 


liHtMHiK  il,  liii'k  arnl  forrh  mivoral  times  betneen  the  burette  and 
ttm  ((i|H'(l(i,  After  wiiiihiHtkm,  for  instance,  some  carbon  d'- 
(iviilc  will  nunaiii  in  I  he  capillary  tubing  between  the  combiistioi 
|ii|ii<tfii  iiiiil  \h(:  liiiieiie  wlion  the  gas  is  drawn  back  into  tk 
liiiri'lli'  III  ri'i'iinl  llie  t^iitilraetion  in  volume.  After  most  of  Ihf 
rrulKHi  iliiixiile  litw  Iweii  iilimirbcd  by  the  potassium  hydroxid*. 
III!'  Hitiitll  qiiatility  iKitl  remains  in  the  capillary  tubing  is  swept 
■  ml  111'  iliii  lulling  into  the  potassium  hydroxide  pipette,  andln^ 
iijii'i'iiliiiii  iH  ri'pcaled  in  order  to  insure  the  complete  removal 
nf  Mil'  i'lulion  ilinxidi'.  If  this  precaution  is  not  taken,  an  error 
tit  (Hiitiiidi>rHlili<  inngnitu<lo  nill  result.  Finally,  the  residuall^" 
init<il  Hitain  in  the  cumbu^t ion  pipette,  and  the  amount  <" 
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contraction  and  the  volume  of  carbon  dioxide  are  measured. 
This  second  combustion  is  often  necessary  in  order  to  burn  the 
natural  gas  completely. 

Exampls  of  a  Typical  Analysis. — A  typical  analysis  with  the 
calculations  from  the  analytical  data  is  given  herewith. 

First  Sample 

Burette  readings, 
c.c. 

Volume  of  sample  taken  for  absorption 30. 70 

Volume  after  COi  absorption 30. 70 

COi  absorbed 0.00 

Volume  after  Oj  absorption 30 .  70 

Oi  absorbed 0.00 

Fresh  Sample 

Volume  of  oxygen  taken  for  combustion 74 .  85 

Volume  of  sample  taken  for  combustion 30. 70 

Total  volume 105. 55 

Volume  after  burning 42 .  30 

Contraction 63 .  25 

Volume  after  COj  absorption 7 .  20 

CO2  contraction 35. 10 

Methane  (CH4)  and  ethane  (C2H6)  are  calculated  from  the  follow- 
ing theoretical  equations: 

CH4  +  20j  =  CO2  +  2H2O; 
CjH*  +  3.5O2  =  2CO2  +  3H2O. 

Let  X  =  methane  and  y  =  ethane.  Then  2x  +  2.5  y  =  total 
contraction,  and  x  +  2.0y  =  CO2  produced;  whence  CH4  =  84.1 
per  cent,  and  C2H6  =  15.1  per  cent. 

The  complete  analysis  of  the  natural  gas  is  as  follows: 

Carbon  dioxide  (COj) a. 0^ 

Oxygen  (O,) o.O^ 

Methane  (CH4) 84. 1 

Ethane  cCjH«; 15. 1 


Nitrogen  (N^) 6.8' 


100.0 
'  a  =  less  than  1  per  cent. 
*  6  =  difference. 

Calculation  of  the  Specific  Gravity. — The  specific  gravity  is 
Calculated  from  the  known  specific  gravities  of  the  constituents 
^hat  comprise  the  natural  gas.    These  are  as  follows: 


] 
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Specific  sravity 
Constituent  (air  *■  1). 

Methane 0. 5545 

Ethane 1.0494 

Nitrogen 0.9674 

Carbon  dioxide 1 .  5291 

Oxygen 1 .  1054 

The  specific  gravity  of  the  natural  gas  sample  becomes: 

0.841  X  0.5545  =  0.456 
0.151  X  1.0494  =  0.158 
0.008  X  0.9674  =  0.007 


Total 0.621 

Calculation  of  Heating  Value, — The  heating  value  of  nat^*-^^*^ 
gas  is  calculated  by  using  the  heating  values  of  the  combus"^^^® 
constituents. 

Gross  Heating  Values  of  Constituents  op  Natural  Gas 


Constituent 


Heatinc  value  in  B.t.n. 
eu.  ft.  at  760  mm. 


0*'C. 


60T, 


Methane 


Ethane 


1065 
1861 


lOOS 
1761 


The  gross  heating  value  of  the  natural  gas  sample  at  O    *^- 
and  760  mm.  pressure  is,  then,  as  follows: 

0.841  X  1065  =    896  B.t.u. 
0.151  X  1861  =    281  B.t.u. 


Total 1177  B.t.u. 

Reagents.^     AlkaUno   Pyrogallol   Solution. — Ten  g.   of   py^ 


1  Jones  and  Meigham  (J.  Ind.  Eng.  Chcm.,  11  (1919),  311)  have  inve^*** 
gated  sodium  pyrogallate  as  an  absorbent  for  oxygen  and  recommend  t>^* 
following  for  use  in  pipettes  having  glass  tubes  on  the  inside:  Stick  sodi*-*^  "J 
hydroxide  is  dissolved  in  an  equal  weight  of  water,  and  constitutes  the  9t<^^* 
sodium  hydroxide  solution.     In  another  container  stock  "pyro"  aolut*-^'* 
is  made  up  in  proportions  of  1  g.  of  "  pyro  "  to  3  c.c.  of  water.     When  rea^^^^ 
for  use,  5  parts  of  the  sodium  hydroxide  sohition  are  mixed  with  2  parts       ^ 
**pyro." 


TriB  BXAMrXATTOff  OF  NATURAL  GAS 


—The  BpperatUB  mod  by  J.  G.  DavidBon  fur  the  analyaiB  of  the  g 
luced  by  cracking  the  elhaDe-propaaa  fractioa  d(  nalural  gas  coadenaaM 
rnd.  Eno-  Chem.,  10  (1918).  903).  Nothing  now  ia  claimed  for  this  modifi- 
iD  ol  Biirreira  appamtUB  {7.  Ind.  Eng.  Chem.,  4  {IBI2),  298).  except  ita 
ter  Bccesaibility  and  case  nf  manipulation.  Babb  pipettes  with  an  extra 
cock  blowu  in  the  beud.  as  shown,  were  Eubstitut«d  for  the  Ostwsld  pipettes 
lurrelt's  apparatus;  this  extra  stopcock  facilitates  refilling  and  cleaning 
pipetl«B  without  the  neceasity  ol  disvonnocttiig  from  the  main  part  of  the 
iratuB.  Beyond  this,  the  form  of  the  Ilabb  pipette  lends  itaelf  admirably 
ipid  and  Eomplete  absorption.  The  slow-combustion  pipette  (B)  was  made 
SDBparant  quarts,  in  order  to  reduce  breakage.  R  is  an  adjuatablo  rheostat 
rouit  with  the  double  heating  wire  in  the  slow-combustion  pipette.  Pipettes 
id  2  contained  30  per  cent,  potassium  hydroxide  solution,  while  pipette  3 
u|)l»d  with  saturated  bromine  water.  The  unsaturated  hydrocarbons  were 
Blnsd  by  absorption  in  pipette  3,  one  passing  of  the  gas  being  sufficient  iu 
Eben  the  olefine  content  of  the  gases  was  Iwlow  17  per  cent. 
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gallol  arc  dissolved  in  15  c.c.  of  water;  this  solution  then  is  mixecf 
with  100  c.c.  of  (purest;  not  "purified  by  alcohol'')  potassium 
hydroxide  solution  (15  parts  of  KOH  dissolved  in  10  parts  of 
water).     The  solution  should  be  tested  frequently  with  air  in 
order  to  know  that  the  strength  has  not  fallen  to  the  point  where 
absorption  is  slow  or  incomplete. 

Potassium  Hydroxide  Solution. — A  solution  of  one  part  of 
potassium  hydroxide  in  two  parts  of  distilled  water. 

Burrell  and  OberfelU  have  described  procedures  for  the  anal3rsis 
of  gases  containing  olefines,  carbon  monoxide,  hydrogen,  paraf- 
fins, carbon  dioxide  and  nitrogen. 

Calculations  from  Combustion  Data.^ — If  the  contraction  and 
the  volume  of  carbon  dioxide  from  the  combustion  of  the*  gas 
indicate  methane  only,  this  constituent  is  reported.  But  if  the 
data  indicate  higher  members  of  the  paraflSn  series,  a  calculation 
is  made  that  gives  the  two  predominating  constituents.  The 
gaseous  hydrocarbons  react  with  oxygen  as  follows: 

CH4  +  20a     =  CO2    +  2H2O; 

CaHc  +  3.5O2  =  2CO2  +  3H2O; 

CsHg  +  5O2     =  3CO2  +  3H2O; 

C4H10  +  6.5O2  =  4C0j  +  5H2O. 

But  since  the  experiments  of  Rayleigh,  Leduc,  Baum6  and 
Perrot,  and  others,  have  shown  that  certain  gases  deviate  from 
the  gas  laws,  corrections  must  be  made  in  the  case  of  some  gas 
analyses  where  this  deviation  is  greater  than  the  experimental 
error. 

The  following  is  a  table  of  the  theoretical  and  observed  specific 
gravities  of  the  gases  involved  in  the  calculations,  taken  from 
Landolt  and  Bornstein.' 

1/.  Ind.  Eng.  Chem.,  8  (1916),  228;  see  also  Davidson,  ibid.,  10  (1918), 
902  (see  page  261). 

2  Bureau  of  Mines  Bulletin  42. 

3  " Ph ysikalisch-chemischo  Tabellen,"  1912,  148. 
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Theobetical  and  Observed  Specific  Gravities  of  Certain  Gases* 


Gas 


CH4.. 
C,He. 
O4H10 

CO... 
CO... 
CO,.. 
CO,.. 

N,.... 
N,.... 

o,.... 

o,  ... 


Molecular 
weight 


Specific  gravity 


16.03 
30.05 
58.05 
28.00 
28.00 
44.00 
44.00 
28.02 
28.02 
32.00 
32.00 


Theoretical 


0.5538 


2.0065 
0.9673 
0.9673 
1 . 5201 
1 . 5201 
0.9680 
0.9680 
1 . 1055 
1 . 1055 


Observed 

0.5545 

1.0494 

2.01 

0.96702 

0.96716 

1 . 52874 

1 . 52909 

0.96737 

0.96717 

1 . 10535 

1 . 10523 


Observer 


Bailing  and  Perrot 

Baum6  and  Perrot 

Frankland 

Leduc 

Rayleigh 

Leduc 

Rayleigh 

Rayleigh 

Leduc 

Rayleigh 

Leduc 


*  At  0**C.  and  760  mm.  pressure. 


Below  are  given  the  equations  for  the  reactions  of  methane  and  ethane 
"^th  oxygen,  in  which  corrections  have  been  made  according  to  the  spe- 
cific gravity  determinations  shown  in  the  preceding  table. 

0.999  CH4  +  2.000  O2  =  0.994  CO,  +  2H2O; 
0.990  CH,  +  3.500  0,  =  1.988  CO,  +  3H,0. 

As  the  partial  pressure  of  gases  in  a  mixture  decreases,  the  gases  more 
xiearly  conform  in  behavior  to  the  gas  laws;  consequently,  a  table  is  pre- 
sented which  shows  the  correct  molecular  volume  to  use  in  the  case  of 
earbon  dioxide  for  different  partial  pressures.    The  partial  pressure  of 
the  carbon  dioxide  has  reference  to  the  ratio  of  the  volume  occupied  by 
the  carbon  dioxide  found  after  the  combustion  to  the  total  volume  of  the 
residual  gas  observed  after  the  combustion;  that  is,  if  the  total  volume 
after  combustion  is  found  to  be  70  c.c,  and  the  carbon  dioxide  is  40  c.c, 

then  the  partial  pressure  of  the  carbon  dioxide  will  be  — -^       =  434 

mm.,  and  the  proper  molecular  volume,  namely,  0.997,  will  be  found 
from  the  table. 

The  foregoing  equations  have  reference  to  their  use  at  0°C.  and  760 
mm.  pressure.  The  following  table  shows  the  correct  molecular  vol- 
ume for  carbon  dioxide  at  20°C.  and  different  partial  pressures. 

In  compiling  this  table  advantage  was  taken  of  the  work  of  Rayleigh 
and  of  Leduc  and  Chappius  having  to  do  with  the  determination  of  the 
specific  gravity  and  coefficient  of  expansion  of  carbon  dioxide.  The 
specific  gravity  determinations  were  given  by  Rayleigh  and  Leduc  for 
carbon  dioxide  at  O^C.  and  760  mm.  pressure.  Values  for  20^0.  and  760 
mm.  pressure  were  determined  from  the  ooeffioisnf  latudon  of  car- 
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MoLECULAB  Volume  of  Carbon  Dioxide  Corresponding  to  Difpbrbnt 

Partial  Pressures  at  20''C. 

Mm.  of  mercury  Molecular  volume 

100  0.9993 

200  0.9986 

300  0.9980 

400  0.9972 

500  0.9965 

600  0.9958 

700  0.9951 

760  0.9950 

bon  dioxide  between  O^C.  and  20^0.  A  graph  was  plotted  from  two 
values,  the  deviation  from  the  gas  laws  at  760  mm.  pressure  and  at  380 
mm.  pressure. 

The  coefficient  of  expansion  of  ethane  between  0^  and  20^C.  has  not 
been  reported;  consequently,  the  same  molecular  volume  was  used 
at  20^0.,  the  laboratory  working  temperature,  as  was  found  by 
Baum^  and  Perrot^  at  O^C.  The  error  resulting  from  this  usage  can 
be  disregarded  without  introducing  any  appreciable  error  in  the  anal- 
yses, judging  from  the  molecular  volume  of  carbon  dioxide,  which,  at 
20*'C.,  is  only  0.001  different  from  the  value  at  O^'C. 

Below  are  given  the  molecular  volumes  to  be  used  in  the  case  of  ethane 
for  different  partial  pre^ures. 

Molecular  Volume  of  Ethake  Corresponding  to  Different  Partial 

Pressures 

Mm.  of  mercury  Molecular  volume 

0  1.000 

100  0.999 

200  0.997 

300  0.996 

400  0.995 

500  0.993 

600  0.992 

700  0.991 

760  0.990 

Although  the  individual  paraffins  in  a  mixture  of  several  cannot  be 
determined  exactly,  one  will  know  with  a  sufficient  degree  of  accuracy 
which  value  in  the  above  column  to  use  by  accepting  the  value  that 
corresponds  to  the  percentage  of  ethane  determined  from  the  combus- 
tion analysis.     It  is  also  true  that  in  natural  gas  from  many  places  the 

^  See  Landolt  and  Bornstein's  ''Physikalisch-chemische  TabeUen," 
1912,  148. 
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partial  pressure  of  ethane  is  so  low  that  only  a  small  deviation  from  the 
gas  laws  occurs.  A  slight  error  arises  from  the  probable  percentage 
of  propane  or  butane  in  a  mixture  when  the  combustion  analysis  indi- 
cates only  methane  and  ethane.  In  most  cases  the  partial  pressures  of 
the  propane  and  butane  also  will  be  so  low  that  errors  in  molecular  vol- 
umes due  to  their  presence  can  be  disregarded.  Methane  conforms  so 
closely  to  the  gas  laws  that  no  deviation  from  the  given  molecular  vol- 
ume need  be  made  for  different  partial  pressures. 

The  proper  equations  to  use  can  be  determined  only  from  the  partial 
pressures  obtained  from  the  analyses.  For  the  purpose  of  determining 
the  approximate  percentage  of  ethane  the  theoretical  equations  can  be 
used. 

Application  of  the  Use  of  Corrected  EqtuUions  to  the  Analysis  of  Natural 
Gas  and  Other  Gas  Mixtures, — Although  the  combustion  analysis  does 
not  show  an  accurate  distribution  of  hydrocarbons  in  a  natural  gas 
mixture,  it  does  reveal  the  true  total  hydrocarbon  content.  The  heat- 
ing value  calculated  from  such  an  analysis  is  also  correct. 

Determinations  by  the  slow-combustion  method  show  that  the  nat- 
ural gas  supplied  to  Pittsburgh  from  the  Appalachian  field  contains 
ibout  83  per  cent,  of  CH4,  16  per  cent,  of  CiHe,  and  1  per  cent,  of  ni- 
trogen. The  proportions  vary  from  time  to  time  during  the  year.  A 
ypical  analysis,  with  the  calculation  from  the  analytical  data,  is  given 
lerewith. 

Typical  Analysis  and  Calculation 

Burette  reftdings 

vc.o.) 

Sample  taken 30. 70 

Volume  after  CO2  absorption '. 30.70 

Portion  taken  for  combustion 30.70 

Oxygen  added 74.85 

Total  volume 105.55 

Volume  after  burning 42 .  30 

Contraction 63 .  25 

Volume  after  CO2  absorption 7.20 

Carbon  dioxide 35 .  10 

CH4  and  CjHe  are  calculated  from  the  theoretical  equations  as 
follows : 

Let  X  =  methane, 
and  y  =  ethane; 
then  2x  +  2.5y  =  total  contraction, 
and  X  +  2.0y  =  CO2  produced. 
C2H6  =  15.1  per  cent. 
CH|  =  84.1  per  cent. 


Total  paraffins  =  99.2  per  cent. 
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They  are  calculated  from  the  corrected  equations  as  follows: 

Let  X  —  methane, 
and  y  =  ethane; 
then  2.004:r  +  2.by  =  total  contraction, 
and  0.996a;  +  2.0y  =  CO2  produced. 
CjHe  =  15.7  per  cent. 
CH4  =  83.1  per  cent. 


Total  paraffins  =  98.8  per  cent. 

Analysis  of  Natural  Gas  by  Fractional  Distillation  at 
Low  Temperatures  and  Pressures. — The  analysis  of  natural 
gas  by  the  combustion  method  just  given,  whDe  satisfactory  for 
most  purposes  and  permitting  calculations  of  heating  value  and 
density  which  aTe  correct,  still  is  inaccurate  to  the  extent  that 
only  two  of  the  combustible  constituents  may  be  determined — 
methane  and  ethane. 

A  method  has  been  developed  by  Burrell  and  his  collaborators 
in  the  Bureau  of  Mines,  ^  the  principle  of  which  is  fractional  dis- 
tillation at  low  temperatures  and  pressures.  The  apparatus 
used  includes  a  Topler  vacuum  pump,  Dewar  bottles,  and  gas 
analysis  apparatus;  the  necessary  low  temperatures  are  secured 
by  means  of  liquid  air  and  of  solid  carbon  dioxide. 

The  method  is  as  follows:  (a)  The  methane  is  separated  by 
fractionating  twice  at  ~  190°C.  (6)  The  boiling-points  of  ethane 
and  propane  are  too  close  together  to  permit  complete  fractiona- 
tion by  this  method.  The  procedure  here  is  to  secure  at  —  130°C. 
two  fractions,  one  of  which  contains  all  the  ethane  and  part 
of  the  propane,  the  other  fraction  containing  all  the  butane 
and  a  part  of  the  propane.  The  two  fractions,  being  mixtures 
of  but  two  components,  then  are  analyzed  accurately  by  the 
combustion  method,  (c)  Finally,  the  composition  of  the  original- 
is  calculated  from  the  respective  data. 

A  comparison  of  natural  gas  analyzed  by  both  methods  is 
follows : 

Analysis  by  Combustion 

Per  cent. 

Methane 79.2 

Ethane 19.6 

Nitrogen 1.2 

1  8ee  Bulletin  42  and  Tech.  Paper  104. 
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Analtsib  by  Fbactional  Distillation  at  Low  Tebiperatures    and 

Pressures 

Per  cent. 

Methane 84. 7 

Ethane : 9.4 

Propane 3.0 

Butane  and  higher 1.3 

Nitrogen , . ,  1.6 

6.  Gasoline  in  Natural  Gas. — In  testing  natural  gas  for  gaso- 
line content,  various  laboratory  methods  have  been  devised 
which  are  reliable  when  employed  by  those  thoroughly  experi- 
enced in  their  use  and  familiar  with  the  particular  field  under 
consideration.^  Before  installing  plants,  hoiivever,  it  is  custom- 
ary to  make  practical  field  tests,  using  either  a  small  compressor 
or  an  absorber,  or  both. 

In  the  case  of  "rich"  gases  which  are  to  be  treated  by  compres- 
sion, a  compressor  capable  of  dehvefing  a  maximum  of  200  to 
500  cu.  ft.  of  gas  per  hour  at  a  maximum  pressure  of  250  to  300 
pounds  to  the  sq.  in.  (see  Fig.  99)  generally  is  used  in  preliminary 
tests.  The  discharged  gas  from  the  compressor  is  led  through  a 
coil  cooled  by  water,  the  condensate  collected,  measured  and 
tested  for  Baum^  gravity.^    The  gas  used  in  the  test  is  measured 

*  Bureau  of  Mines  Tech.  Paper  87  gives  various  methods  of  determining 
the  gasoline  content  of  natural  gas.  On  "wet"  and  "dry"  natural  gas,  see 
Bacon  and  Hamor,  lib.  cU.,  2,  864  and  922. 

'  A  portable  outfit  for  the  testing  of  natural  gas  for  gasoline  content  by 
the  compression  method,  observed  in  operation  by  Dykema  (Bureau  of 
Mines  BuUeiin  161),  was  designed  as  follows:  Tank,  12  in.  by  36  in.,  used  as 
a  gas  receiver;  a  4-h.p.  gas-engire  belted  to  a  3  by  33^  in.  single-actin^; 
compressor  with  a  capacity  of  3  cu.  ft.  per  minute;  a  single  coil  of  1-in. 
pipe  of  the  continuous  return-bend  type,  cooled  by  submerging  in  a  wooden 
trough  of  water  and  ice;  and  a  double  coil,  12  ft.  long,  of  1-in.  pipe  inside 
of  a  2-in.  pipe,  cooled  by  expanding  the  compressed  gas  through  a  valve 
connection  between  the  outside  and  inside  pipes. 

The  gas  was  brought  from  the  well  line  through  a  3^-in.  pipe  fitted  with 
a  water  gage  for  regulating  the  pressure  on  the  intake  receiver;  this  receiver 
also  served  as  a  trap  for  heavy  oil  or  dirt.  From  the  receiver  the  gas  was 
compressed  and  delivered  to  the  water-cooled  coil  at  a  pressure  of  250  lb., 
the  water  being  cooled  with  ice.  The  gas  from  the  water-cooled  coil  dis- 
charged into  the  chamber  between  the  outer  and  inner  pipes  of  the  double 
coil.  At  the  discharge  end  of  the  outer  or  2-in.  pipe  was  suspended  a  2-in. 
drip  to  collect  the  condensate.  Gas  from  the  2-in.  pipe  was  expanded 
through  the  valve  into  the  inner  pipe  to  refrigerate  the  high-pressure  gas 
flowing  through  the  outside  pipe  and  discharged  through  a  service  meter  to 
the   atmosphere.      Records   were   kepi    of   temperatures,    pressures,    and 
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by  a  suitable  meter  recently  tested  for  accuracy.  From  the 
volume  of  gas  used  in  the  t«Bt  and  the  volume  of  gasoline  secured, 
the  yield  of  gasoline  in  gallons  per  thousand  cu.  ft.  of  gas  is  cal- 
culated. Separate  tests 
should  be  made  at  100, 
200,  and  250  pounds  to  the 
sq.  in. 

For  the  testing  of  "dry" 
or  "lean"  gas  some  form  of 
portable  absorber  generally 
is  used.  The  apparatus 
(method  A)  described  in  the 
following  paragraph  is  the 
model  of  the  United  States 
Bureau  of  Mines,  and  is  to 
be  recommended  eepeciatly 
because  of  its  elasticity— 
that  is,  one,  two,  three,  or 
four  of  the  cfonpartmeDts 
.may  be  filled  with  the 
absorbing  medium  as  the 
occasion  demands.* 

(a)  BuBBAtT  OF  Mlves 
Method.  AppanOus. — See 
Fig.  100.  The  apparatus 
consists  of  a  piece  fA  6-m. 
casing  with  five  separate 
compartments,  each  of 
noid  cunipnjiwiDii  which  is  connected  with  a 
"^  ^  %-m.  gas  inlet,  and  also  a 

2-in,   ga«  discbarge  pipe  or  separate  chamber  which  extends 


niiioiinlx  and  gravity  of  condensate  produced.  From  time  to  time  apaatt 
gravity  testH  of  gaa  from  individual  wells  were  made  and  recorded.  Whwi 
tlie  gas  from  any  one  well  dropped  noticeably  in  specific  gravity,  a  com- 
proBRion  test  wax  nin  on  it.  an<l,  if  found  too  low  in  gaaoline  conteat  for 
profitHble  rerovery,  viott  turned  into  the  fuel  lines. 

•Sources  of  Error. — Tlif  greatest  source  of  error  in  making  tests  irith 
portable  outfits,  is  the  rooters.  Some  operators  use  two  meten,  one  on  the 
intake  and  one  on  the  diHcharge  of  the  portable  tester,  the  indicated  amouats 
of  gna  being  averaged  in  calciilHting  the  production. 

'  This  apparatus  also  is  reconimcndcd  an  giving  very  SBtisfactory  raoHi 
with  rich  gas. 


THE  EXAMINATION  OF  NATURAL  GAU 


269 


to  a  point  near  the  bottom  of  the  casing.  From  the  casing 
runs  a  J^^-in.  pipe  coiled  around  a  3-in.  core  with  seven  turns, 
through  which  the  gas  being  treated  bubbles  and  in  which 
most  of  the  absorption  takes  place.  Some  small  modifications 
and  additions,  optional  in  the  design  and  not  shown  in  the  fig- 
ure, are  the  use  of  needle  valves  at  each  extremity  of  the  appa- 
ratus in  order  that  gas  may  not  be  introduced  too  rapidly  or 
may  be  throttled  to  any  desired  pressure  so  as  not  to  cany 
oil  over  from  one  compartment  to  the  next;  also,  the  use  of  a 


Pio.  100. — Dykemo-Neal  teat  absorptioii  apparatus. 


needle  valve  on  the  discharge  end  to  enable  one  to  regulate 
more  easily  the  rate  of  flow  through  the  absorber  very  slow- 
ly. It  is  advantageous  to  use  gate  valves  instead  of  drain  cocka 
for  drawing  off  treated  absorption  oil  from  the  oil  chambers,  for 
such  valves  facilitate  rapid  work  and  eliminate  the  possibility 
of  volatilization  losses  when  oil  is  allowed  to  spray  through  a  stop- 
cock under  pressure,  into  the  container  for  collecting  the  treated 
oil.  Then,  too,  time  can  be  saved  by  using  small  bull-plugged 
nipples,  in  place  of  standard  plugs,  since  they  can  be  more  easily 
removed  and  more  rigidly  connected  to  prevent  leaks. 
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Procedure  (after  Dykema  and  NeaP). — To  make  the  test  with 
this  absorber,  2700  c.(^.  of  mineral  seal  oil,  or  enough  to  bring  the 
level  of  the  oil  about  2  in.  above  the  top  of  the  6-in.  casing  and 
well  above  the  coil  inlet,  are  measured  accurately  and  introduced 
into  each  compartment.  The  most  important  requisite  for 
absorption  media  is  high  initial  boiling-point,  in  order  that  in  the 
subsequent  distillation  a  quantitative  separation  can  be  effected. 
The  oil  used  in  the  tests  described  by  Dykema  and  Neal  had  the 
following  physical  properties: 

Baum6  gravity  36° 

Initial  boiling-point  450°F. 
Viscosity  (Saybolt  universal  instrument, 

at  100°F.)  51 

In  most  tests  only  the  first  three  absorbers  are  used,  but  it 
may  be  expedient  to  fill  the  fourth  compartment  when  examining 
rich  gases  at  low  pressures  or  when  running  a  large  volume  of  dry 
gas  in  paralleling  a  12-hour  or  day's  operation  of  an  absorption 
plant  to  determine  the  extraction  efficiency.  The  fifth  division 
is  not  intended  to  be  used  as  a  container  for  oil,  but  to  serve  as  a 
separator  or  oil  trap  in  case  any  oil  is  carried  over  from  the  pre- 
ceding compartment.  A  meter  capable  of  measuring  accurately 
from  one  to  1000  cu.  ft.  of  gas  per  hour  is  connected  to  the  dis- 
charge of  the  absorber. 

The  gas  to  be  tested  is  allowed  to  enter  the  apparatus  slowly 
with  the  discharge  valve  closed,  and,  when  pressure  equilibrium 
with  the  gas  to  be  examined  is  obtained,  the  discharge  valve  is 
opened  enough  to  permit  the  desired  rate  of  flow  through  the 
meter.  The  gas  entering  the  absorber  bubbles  up  through  the 
oil,  the  latter  absorbing  the  gasoline.  The  function  of  the  pipe 
coil  is  to  provide  long  and  intimate  contact  between  the  oil  and 
the  gtii^  as  the  gas  passes  through  the  absorber.  After  the  desired 
quantity  of  gas  has  passed  through  the  absorber,  the  supply  is 
shut  off  and  the  pressure  is  released  through  the  needle  discharge 
valve,  allowing  all  the  gas  to  flow  through  the  meter.  After 
the  pressure  has  fallen  to  atmospheric  pressure,  all  the  oil  is 
withdrawn  at  the  bottom  of  the  casing  and  the  oil  from  each 
compartment  is  measured  accurately,  1000  c.c.  of  treated  oil 
from  each  compartment  being  kept  for  the  distillation  test. 

Distillation  of  Saturated  Oil. — KK)  c.c.  of  the  treated  oil  are 

•'  Bureau  of  Mines  Tfo/*.  Painr  232. 
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introduced  into  a  500-c.c.  Engler  distilling  flask  connected  to  a 
condenser  made  of  M-in.  brass  tubing  and  surrounded  by  ice 
water  contained  in  a  metal  box.  The  flask  is  heated  by  direct 
flame,  slowly  at  first,  and  the  gasoline  driven  out  of  the  oil  is 
collected  in  a  graduated  cylinder.  The  flask  is  heated  until  the 
vapor  reaches  a  temperature  of  350®F.,  which  usually  requires 
20  minutes.  If  the  oil  has  a  very  high  saturation,  it  then  is  al- 
lowed to  cool  20°  or  30°,  after  which  it  once  more  is  raised  to 
350°F.  This  procedure  is  followed  until  practically  no  more 
gasoline  is  driven  over  and  collected  from  the  condenser. 

The  extraction  of  gasoline  by  the  oil  will  depend  upon  the  rate 
of  flow,  the  gasoline  content  of  the  gas,  the  volume  of  gas  treated, 
the  pressure,  and  the  temperature  of  the  absorbing  oil.  The 
method  is  best  suited  for  use  in  testing  gas  containing  0.5  gallon 
or  less  of  gasoline  per  1000  cu.  ft.  Optimum  conditions  as 
regard  volumes  of  gas  and  rates  of  flow  with  gases  at  different 
pressures  and  of  gasoline  contents  are  given  below. 

Errors  in  Making  Absorption  Tests, — R.  B.  Dow,  of  the  Bureau 
of  Mines,  has  reported  the  following: 

(1)  The  saturation  of  the  absorbing  oil  should  be  as  high  as  possible 
in  the  first  compartment  and  as  low  as  possible  in  the  last.  Care 
should  be  exercised  in  admitting  gas  into  the  absorber — this  should 
be  done  slowly,  so  that  oil  is  not  thrown  from  one  compartment  to 
another.  It  is  preferable  to  distil  the  oil  from  each  compartment 
separately;  and  if  the  last  compartment. shows  too  high  a  percentage 
of  absorption,  to  repeat  the  test.  (2)  The  percentage  of  gasoline  recov- 
ered by  distillation  (dry  heat)  is  dependent  upon  the  saturation  of  the 
oil.  The  lower  the  percentage  of  absorption,  the  lower  the  recover>' 
of  gasoline  by  the  method  of  distillation.  (3)  During  the  distillation 
the  temperature  of  the  oil  should  not  be  raised  too  rapidly.  (4)  During 
the  distillation  the  temperature  of  the  condenser  should  be  below  60°F. 
(5)  It  is  advantageous  to  stop  the  distillation  just  before  the  mineral 
seal  ''ring"  reaches  the  thermometer.  The  mineral  seal  ''ring"  is  the 
top  of  the  oil  vapors  which  gradually  rise  when  the  boiling-point  of  the 
oil  is  reached. 

In  considering  the  findings  of  Dow,  the  logical  conclusion  is  that,  in 
distilling  the  charged  oil,  larger  aliquot  portions,  1000  c.c.  or  more, 
should  be  distilled,  the  gravity  of  the  distillate  determined,  and  its 
volume  corrected  to  that  of  a  standard  gravity  by  means  of  the  table 
on  page  280.  In  using  any  type  of  absorbing  apparatus  it  is  advisable 
to  experiment  and  to  compare  the  results  obtained  with  the  results 
from  commercial  plants  of  known  design,  under  varying  conditions  of 
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pressure  and  temperature.    Curves  showing  the  effect  of  temperature 
and  pressure  on  yield  are  shown  in  the  Appendix,  page  546. 

CoNTRouJNG  Factors  in  Operation  of  Test  Absorber 

Maximum  rates  of  Pressurei 

gas,  cu.  ft.  per  hour  lb.  per  sq.  in. 

400  300 

200  150 

100  75 

50  40 

20  Atmospheric 

Maximum  Gas  Capacity 

Cu.  ft.  of  gas  Gasoline,  gal.  per 

1000  ou.  ft. 

800  0.125 

400  0.250 

200  0.50 

150  0.75 

100  1.00 

66  1.50 

50  2.00 

35  3.00 

25  4.00 

The  following  data  were  obtained  froin  a  representative  test 
made  upon  the  intake  gas  at  a  compression  plant  in  the  Mid- 
Continent  field: 

Intake  Gas 

Temperature  of  oil 94°F. 

Pressure 204  lb.  to  the  sq.  in. 

Rate  of  flow 133  cu.  ft.  per  hr. 

Volume 302  cu.  ft. 

Compartments 

Ist  2nd  8rd 

Charge,  c.c 2600.0  2600.0  2600.0 

Recovered,  CO 2700.0  2660.0  2630.0 

Baum6  gravity  of  oil,  degrees 37 . 0  36 . 4  36 . 0 

DistiUed,  cc 400.0  400.0  400.0 

Gasoline,  c.c 19.5  9.5  3.0 

Total  each,  c.c 131.5  63.2  23.0 

217.7  c.c.  (78°B6.) 
Proportion   extracted   in   each   com- 
partment, per  cent 60.5  29.0  10.5- 
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Gasoline  content:  0.199  gal.  per  1000  cu.  ft. 
The  gasoline  content  is  calculated  by  using  the  following 
Formula: 

^  G     ^  3785 

Where  Q  is  the  gasoline  content  in  gallons  per  1000  cu.  ft.  of 
gas,  G  is  the  volume  (cu.  ft.)  of  gas  treated,  and  C  is  the  total 
number  of  c.c.  of  gasoline  obtained  from  the  treated  absorption 
medium. 

The  Appendix,  page  546,  shows  the  effect  of  temperature  and 
pressure  on  absorption. 

Notes. — When  testing  a  gas  for  yield  of  gasoline  by  either 
absorption  or  compression,  it  is  desirable  to  distil  a  sample  of 
the  gasoline  by  the  method  given  on  page  56,  in  order  to  provide 
a  distillation  curve.  When  testing  a  source  of  supply  composed 
of  a  group  of  wells  feeding  into  a  trunk  line,  it  is  advisable  to 
test  not  only  the  trunk  line  but  also  the  individual  wells.  An 
individual  well  which  has  been  closed-in  should  be  vented  for  at 
least  J^  hour  before  making  a  test.  In  carrying  out  a  test,  after 
the  operation  is  proceeding  smoothly,  the  connections  should  be 
examined  for  leaks  by  means  of  soap  suds  or  heavy  lubricating 
»il,  and  any  leaks  found  should  be  closed  immediately.  In 
considering  the  installation  of  a  gasoline  plant  many  factors  should 
be  weighed,  such  as  the  probable  life  of  the  field,  possibility  of 
extensions,  water  supply,  distance  from  railroad,  cost  of  gas, 
effect  of  reducing  pressure  on  the  wells,  and  type  of  plant,  whether 
compression,  absorption,  or  combination  low  pressure  and  ab- 
sorption. In  distilling  the  charged  oil,  good  results  may  be  had 
by  means  of  steam  distillation,  A  1-liter  sample  is  placed  in  a 
2,000-c.c.  round-bottom  flask  having  a  rather  long  neck.  A 
three-hole  stopper  accommodates  the  steam  inlet  tube,  vapor  outlet 
tube  and  thermometer.  The  temperature  of  the  oil  is  raised 
slowly  by  means  of  direct  steam  and  care  is  taken  during  the 
distillation  to  ensure  that  none  of  the  absorbing  oil  is  thrown 
mechanically  into  the  condenser.  The  condenser  should  have  a 
long  jacket  and  ice-cold  water  should  be  circulated  continuously 
during  the  distillation.  The  receiver  at  the  outlet  of  the  con- 
denser is  surrounded  by  ice  water. 

(6)  Charcoal  Absorption  Method. — The  most  recently 
developed  method  for  the  determination  of  gasoline  in  natural 

18 
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gas  is  that  of  absorption  by  charcoal.^  On  account  of  the  sim- 
plicity of  operation,  the  method  promises  to  become  of  impor- 
tance. The  following  is  a  description  and  discussion  of  the 
method  by  Oberfell  and  BurrelL* 

The  most  practical  method  heretofore  employed  for  testing  natural 
gas  for  gasoline  content  consisted  in  absorbing  the  condensable  vapors 
from  the  gas  by  means  of  oil  and  recovering  them  by  distillation.  The 
method  described  infra  depends  upon  the  use  of  a  solid  absorbing  medium, 
such  as  charcoal,  and  is  applicable  to  both  ''lean''  natural  gas,  such  as 
is  obtained  from  gas  wells,  and  so-called  casinghead  gas,  which  is 
generally  rich  in  gasoline  content. 

The  absorber  is  a  tin  tube,  1 H  in.  in  diameter  and  10  in.  in  length. 
This  tube  contains  a  perforated  disc  near  one  end.  Screw  caps  fitted 
with  rubber  composition  gaskets  are  used  to  insure  air-tight  joints. 
An  extra  screw  cap  with  a  hole  at  the  top  is  fitted  with  a  short  piece  of 
J^-in.  copper  tubing.  The  receptacle  therefore  may  be  used  either  as 
an  absorber  or  as  a  sample  container.  The  equipment  case  is  used  for 
testing  wells  for  volume  of  gas  and  for  making  absorption  tests  of  gas 
for  gasoHne.  After  absorption  of  gasohne  vapors  from  a  measured 
quantity  of  gas  in  the  field,  the  charcoal  is  sent  to  the  laboratory  for 
distillation,  to  determine  the  gasoUne  content  as  described  below.  This 
equipment  case  contains  thirteen  (13)  sample  containers,  filled  with 
charcoal,  one  orifice  meter,  one  "U"  tube,  or  manometer,  and  one  dry 
meter  (No.  607,  American  Meter  Co.,  New  York).  The  combined 
weight  of  case  and  contents  is  22  pounds. 

Approximately  250  c.c.  of  about  8-14-mesh  highly  absorbent  charcoal, 
which  is  practically  free  from  moisture  or  other  foreign  absorbent 
(such  as  silica  gel),  is  used  for  each  test.  A  measured  quantity  of  gas 
then  is  passed  through  the  charcoal  at  atmospheric  pressure  and  the 
sample  of  charcoal  enriched  by  gasoline  vapors  is  sent  to  the  laboratory, 
where  the  test  is  completed.  It  is  advisable  to  pass  the  metered  gas 
first  through  calcium  chloride  to  remove  moisture,  unless  the  charcoal 
has  a  very  high  absorption  value,  since  otherwise  the  charcoal  might 
absorb  enough  moisture  from  the  gas  to  impair  its  value  as  an  absorbent 
for  the  gasoline  vapors.  The  amount  of  gas  that  should  be  passed 
through  the  charcoal  depends  upon  the  gasoline  content.  It  is  advis- 
able to  use  a  volume  which  will  give  10-20  c.c.  of  gasoline  upon  dis- 

'  The  use  of  charcoal  and  activated  charcoal  in  the  determination  of 
f^asoline  in  natural  gas  has  been  studied  in  the  laboratory  of  J.  B.  Garner, 
at  the  Mellon  Institute.  Garner  and  J.  E.  Underwood  experimented 
with  this  method  in  1915. 

2  Oil  and  Gas  J.,  July  11,  1919,  70.  On  a  portable  apparatus  using  char- 
coal in  testing  natural  gas  for  gasoline,  see  Anderson  and  Hincklet, 
J.  Ind.  Eng.  Chem.,  12  (1920),  736. 
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tillation  of  the  enriched  charcoal.  The  specific  gravity  of  the  gas  will 
afford  some  idea  of  the  amount  of  gas  to  use  for  a  test. 

The  rate  at  which  the  gas  is  passed  through  the  charcoal  is  about  20 
cu.  ft.  per  hour,  the  rate  being  limited  by  the  capacity  of  the  meter. 
Tests  were  made  on  natural  gas  with  a  gasoline  content  of  250  gallons 
of  84^B6.  product  per  million  cu.  ft.  In  these  tests  it  was  shown  that 
there  was  practically  no  difference  in  the  results  of  tests  with  the  rates 
of  gas  flow  of  10,  15  and  30  cu.  ft.  per  hour,  while  the  results  of  tests 
with  a  rate  of  gas  flow  of  45  cu.  ft.  per  hour  were  5-10  per  cent.  low. 

Method  of  Distillation  and  Baum6  Gravity  Detennination. — The 
distillation  apparatus  and  the  method  for  the  determination  of  the 
Baum^  gravity  of  the  distillate  have  been  described  by  Oberfell.*  The 
distillations  were  made  after  adding  500  c.c.  of  ''straw  oil''  (a  petroleum 
distillate  having  a  gravity  of  about  30°B6.)  to  the  charcoal  in  the 
distilling  flask.  Distillation  tests  were  also  made  in  which  400  c.c.  of 
glycerin  were  added  to  the  charcoal  contained  in  a  1,000-c.c.  "Pyrex" 
flask.  The  distillations  were  continued  until  the  thermometer  placed 
in  the  vapors  showed  a  temperature  of  250°C.  Very  little  gasoline  was 
obtained  after  a  temperature  of  120°C.  had  been  reached. 

Several  methods  of  distillation  were  investigated  by  Oberfell.  Direct 
heating  with  the  flame  impinging  against  the  flask  was  unsatisfactory 
for  two  reasons:  first,  it  was  difi&cult  to  drive  off  the  vapors  from  the 
absorbing  medium;  and  second,  in  tests  of  natural  gas  a  large  quantity 
of  the  less  readily  condensable  vapors  was  absorbed  and  caused  large 
distillation  losses  by  carr3dng  over  some  of  the  more  readily  Condensable 
vapors.  Oil-baths  and  sand-baths  were  found  to  be  unsatisfactory 
because  the  temperature  was  not  sufficient  to  expel  the  absorbed  va- 
pors. Steam  distillation  introduced  difficulties  in  the  Baum^  gravity 
determinations  and  gave  low  yields. 

The  most  satisfactory  methods  so  far  tried  are  distilling  in  the  presence 
of  straw  oil  or  of  glycerin.  The  advantage  of  using  glycerin  is  two- 
fold: first,  the  charcoal  can  be  regenerated  easily  by  washing  with 
water;  and  second,  gasoline  is  not  appreciably  soluble  in  glycerin  or 
glycerin-water  solutions.  If  the  distillate  is  contaminated  with  oil, 
an  error  will  be  introduced  in  calculating  the  yields  of  gasoline,  since 
separation  of  oil  and  gasoline  is  not  practical  with  such  a  small  volume 
of  gasoline  as  is  obtained  in  a  test.  Distillation  tests  in  which  glycerin 
was  used  have  shown  that  when  10  c.c.  of  kerosene  (45°B6.)  were 
added  to  the  charcoal,  87  per  cent,  was  recovered;  and  that  when  25  c.c. 
of  gasoline  (65°B6.)  were  added  to  the  charcoal,  94  per  cent,  was  recov- 
ered. The  temperature  of  the  condenser  bath  in  each  case  was  0°C. 
The  loss  was  due  to  the  failure  to  remove  the  hydrocarbons  completely 
from  the  charcoal  and  to  the  fact  that  some  of  the  hydrocarbons  could 

» /.  Ind,  Eng.  Chem.,  10  (1918),  211. 
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not  l)c  condensed  since  a  certain  amount  was  required  to  saturate  the 
fixed  gases  (air,  carlx)n  dioxide,  nitrogen,  etc.)  driven  from  the  charcoal. 

Extensive  tests  have  not  been  carried  out  to  determine  how  many 
times  charcoal  can  be  regenerated  and  thereby  continue  to  be  of  value 
for  absorption  tests  of  this  nature.  This  would  depend,  of  course,  upon 
several  factors,  chief  of  which  is  the  quality  of  the  charcoal.  However, 
charcoal  which  had  been  regenerated  three  times  gave  satisfactor}' 
results.  The  method  of  regeneration  is  as  follows:  The  glycerin  is 
decanted  off  the  charcoal.  The  charcoal  then  is  placed  on  a  Biichner 
funnel  and  washed  with  alwut  500  c.c.  of  hot  water.  The  decanted 
glycerin  may  be  used  without  further  treatment  or  the  wash  water 
may  be  added  to  it  and  the  combined  solutions  filtered  and  evaporated 
until  all  the  water  has  been  removed  and  the  glycerin  thus  recovered  and 
used  again.  The  charcoal  is  left  on  the  Biichner  funnel  and  a  stream  of 
tap  water  is  run  through  it  for  two  to  four  hours.  At  the  end  of  this 
period,  the  charcoal  is  placed  in  an  oven  and  dried  for  several  hours  at 
about  140°C.  (usually  over  night). 

In  making  distillation  tests,  the  condenser  tube  is  surrounded  by  an 
ice-water  bath  or  by  a  salt-water  ice-bath.  If  desired,  the  vapors  not 
condensed  by  an  ice-water  bath  may  be  passed  through  a  tube  sur- 
rounded by  a  carlK)n  dioxide — acetone  mixture  in  a  Dewar  flask.  The 
condensates  thus  obtained  are  combined  and  the  Baum6  gravity  de- 
termined by  means  of  a  small  hydrometer.  The  Baum6  gravity  of  a 
distillate  obtained  by  use  of  a  salt-wat«r  ice-bath  generally  runs  higher 
than  90°,  The  yield  for  different  Baum6  gravities  may  be  determined 
by  weathering  the  combined  condensates  obtained  from  duplicate 
tests.  The  above  distillation  methods  offer  the  advantage  of  making 
a  direct  determination  of  the  Baum6  gravity  of  the  gasoline.  A  modi- 
fication of  the  method  of  distillation  has  been  devised  by  P.  M.  Biddison 
and  C.  L.  Veress,  of  the  Ohio  Fuel  Supply  Co.  This  modification  con- 
sists in  passing  the  uncondensed  vapors  through  25  c.c.  of  nai^tha  in  a 
tall  graduate.  The  condensate  and  the  increase  in  volume  of  naphtha 
are  taken  into  consideration  in  calculating  the  total  yield  of  gasoline. 

Applicability  of  the  Method.  (1)  Testing  Efficiency  of  Plant  Opera- 
tion.— The  apparatus  and  method  described  have  been  used  in  testing 
natural  gas  and  in  checking  the  efficiency  of  the  operation  of  gasoline 
plants.* 

It  has  been  found  that  the  charcoal  absorption  method,  when  applied 
to  residual  gas  from  gasoline  ])lants,  gives  results  approximately  100 
per  cent,  high,  since  the  gasoline  repovered  by  the  method  must  be 
weathered  about  50  por  cent,  before  the  Baum6  gravity  is  as  low  as 
that  which  will  in  plant  practice  pass  as  usable  product.  Therefore, 
one  simply  divides  those  results  by  two  to  get  the  correct  amount  of 

'  Sec  Buroau  of  Minos  Tech.  Paper  87. 
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gasoline  in  the  residual  gas,  or  the  gasoline  content  of  the  desired  Baum6 
gravity  may  be  obtained  by  weathering  the  combined  condensate  from 
duplicate  tests. 

(2)  Testing  Casinghead  Gas. — Casinghead  gases  of  about  70  oil  wells 
of  Roane  County,  W.  Va.,  have  been  examined.  These  wells  were 
tested  for  specific  gravity,  volume  of  gas  and  yield  of  gasoline.  The 
results  of  a  few  of  these  tests,  characteristic  of  the  wells  tested,  are 
presented  in  this  tabular  form : 


Specific  gravity  of  gaa 

Volume  of  gas. 

Yield  in  gaUons  of 
84<*B6.  gasoline  per  M. 

WeU  No. 

(air  -  1) 

0.70 

cu.  ft.  per  24  hrs. 

1 

75,000 

0.42 

2 

0.72 

17,200 

0.50 

3 

0.75 

7,800 

0.74 

4 

0.77 

3,000 

1.08 

5 

0.80 

4,670 

1.25 

6 

0.84 

900 

1.45 

7 

0.92 

900 

1.78 

The  results  of  the  large  number  of  tests  made  of  the  gases  of  this 
locality  show  that  there  is  a  fair  relation  between  the  specific  gravity 
Gtnd  the  yield  of  gasoline.  However,  it  is  not  to  be  inferred  that  these 
same  relations  hold  for  gases  in  all  fields.  Tests  have  shown  that  gases 
jf  different  localities  (and  even  gases  of  one  locality)  may  show  different 
specific  gravity-yield  curves. 

DisHlkUion  of  Gasoline  Recovered  by  Charcoal  Absorption  Method. — 
rhe  proportions  of  the  gasoline  extracted  by  the  charcoal  absorption 
method  depend  to  a  great  extent  upon  the  absorption  value  of  the 
charcoal  and  the  amount  of  gasoline  absorbed  per  unit  volume  of 
absorbent. 

Standard  distillation  tests  were  made  of  gasoline  recovered  by  the 
charcoal  absorption  method  in  which  the  glycerin  distillation  method 
and  the  oil  distillation  method  were  employed.  The  gasoline  obtained  by 
the  oil  distillation  method  represents  the  average  product  of  about  50 
different  tests.  The  gasohne  obtained  by  the  glycerin  distillation 
method  represents  the  average  product  of  about  70  different  tests. 
No  appreciable  difference  has  been  found  in  results  of  tests  which  can 
be  attributed  to  the  method  of  removing  the  gasoline  from  the  char- 
coal. However,  preference  is  given  to  the  glycerin  distillation  method 
for  the  reasons  stated  previously. 

Table  for  Converting  Gasoline  Yield  of  Known  Baum6  Gravity  to  Yield 
tf  Another  Baumi  Gravity  Desired  as  a  Standard. — Natural  gas  which 
^ntains  gasoline  vapors  in  most  cases  contains  a  greater  amount  of 
•he  hydrocarbons  of  lower  carbon  content  than  of  higher  carbon  con- 
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Results  of  Tests  of  Gas  at  Gasounb  Plants 


Source  of  gas 


Charcoal 

absorption 

method 


Oil  absorption 
method 


I       Plant 
.  production 
absorption 


I  ■■" 


Plant  1; 
inlet 


Plant  1 ; 
outlet 


Plant  1; 
inlet 


Remarks 


Plant  1;  ;     Plant  1; 
outlet    I       yield 


1 

1 

t 

1 
1 

j 

It  is  not  possible 
to  reeover  and 

Gasoline     recovered.; 

1 

. 

1 

^    dispose    of    ss 

B6.  60T./60T...! 

00.2 

02.0 

00.4     ! 

01.0     ' 

88.6 

salable  prodoet 

Gasoline  yield.gallons 

by  plant  prae- 

perM.  cu.  ft.  gas. ..' 

1.76 

0.80 

1.65 

1 

0.40 

1.55 

tioe  move  than 
50  per  cent,  of 
this  yield. 

—            

- 

r  - 



- 

----- 

Source  of  gas 


Plant  2;    Plant  2; 
inlet     '    outlet 


Plant  2;    Plant  2; 
inlet     I    outlet 


Gasoline     recovered,:  \ 

B6.  60''F./60'*F I     85.0     '     00.0 

Gasoline  yield.gallons 
pcrM.cu.  ft.  gas..  .         2.87  0.22 


Absorption 

plant  2; 

yield 


87.0 
2.70 


Source  of  gas  .j^j^^  ^^^j^^  • 


Plant  3;  I  Plant  3; 
inlet     ;    outlet 


Plant  3; 
3rield 


Gasoline     recovered, 

BV  eO'F./eOT 87.0 

Gaaolinc  yield, gallons 

pt'r  M.  cu.  ft.  gas. . .         2.77 


80.0 
0.06 


I 


87.5  82.6  82.0 

j  absorption 
2.00  0.43  I         2.00 

compression 


Q«..,o.»  ^f  „o-  Plant  4;  !  Plant  4;  | 

Source  of  gas  j^j^^     ,    ^^^j^^    ; 


Gasoline     recovered, 

BJ.  60^.760^ 85.0 

Gasoline,  gallons  per 

M.  cu.  ft.  of  gas.  . .  .         1.83 


1.13 


Plant  4;     \ 
yield        ' 


81.0 
1.41 


tent.  In  most  cases  it  has  been  found  that  the  proportion  of  propane 
is  in  excess  of  the  percentage  of  butane,  the  percentage  of  butane  in 
excess  of  that  of  the  pentane,  and  so  on.  The  greater  the  amount  of 
the  hydrocarbons  of  lower  carbon  content  present  in  the  gasoline  of 
phmt  production,  the  greater  the  yield.  The  amounts  of  these  hydro- 
carbons of  lower  carbon  content  naturally  are  limited  by  the  properties 
of  the  gasoline  offered  for  sale,  since  the  product  must  meet  certain 
specifications  in  order  to  pass  as  a  salable  product. 
It  has  been  customary  for  operators  to  consider  the  Baum^  'gravity 
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("gravity")  of  the  gaaoline  an  index  to  its  properties,  and  accordingly 
to  express  the  results  of  tests  of  gas  in  terms  of  yield  of  a  certain  Baum6 
gravity  which  has  been  found  in  plant  practice*  to  represent  the  maxi- 
mum amount  of  salable  product  which  can  be  recovered  from  a  given 
volume  of  the  gas. 

In  testing  natural  gas  by  the  charcoal  absorption  method,  it  has 
been  found,  as  one  would  expect,  that  the  properties  of  the  gasoline 
extracted  depend  to  a  great  extent  upon  the  absorption  value  of  the 
charcoal  and  upon  the  amount  of  gasoline  absorbed  per  unit  volume 
of  absorbent.  When  the  amount  of  gasoline  recovered  per  unit  vol- 
ume of  absorbent  is  small,  there  occurs  relatively  large  losses  during 
distillation,  with  a  subsequent  lowering  of  the  Baum6  gravity  of  the 
distillate.  Again,  the  Baum6  gravity  of  the  material  will  be  low  if 
the  amount  of  gasoline  absorbed  per  unit  volume  of  absorbent  is  very 
large,  since  there  is  a  tendency  for  the  more  volatile  vapors  to  pass 
through  the  layer  of  charcoal  without  being  absorbed  and  a  tendency 
for  those  already  absorbed  to  be  driven  out  by  the  absorption  of  the 
less  volatile  vapors.  The  charcoal,  as  has  been  shown  by  different 
investigators,  absorbs,  before  reaching  saturation,  a  greater  amount 
of  vapors  of  the  higher  molecular  weight  than  it  does  of  the  lower 
molecular  weight. 

The  same  general  statements  are  true  concerning  the  oil  absorption 
method,  and  emphasize  the  necessity  of  making  Baum^  gravity  deter- 
minations if  one  desires  to  express  the  results  of  tests  in  terms  of  yields 
of  a  definite  Baum^  gravity  which  has  been  accepted  as  the  standard 
for  maximum  production. 

The  following  table,  which  is  intended  for  use  in  converting  yield  of 
known  Baum6  gravity  to  a  3deld  of  a  different  Baum6  gravity,  was  pre- 
pared from  data  obtained  in  experiments  on  weathering  losses  of  five 
different  samples  of  gasoline  from  five  different  gasoline  plants.  To 
convert  yield  of  a  certain  observed  Baum6  gravity  to  yield  of  another 
Baum6  gravity  accepted  as  a  standard,  multiply  by  the  corresponding 
factor  in  the  column  under  the  desired  standard  Baum6  gravity.  E.g., 
a  distillate  was  obtained  which  had  a  Baum^  gravity  of  84°  and  the 
yield  calculated  from  the  volume  of  distillate  was  2.00  gallons  per  1,000 
cubic  feet  of  gas:  if  the  gasoline  extracted  from  this  gas  in  plant  opera- 
tion has  a  Baum4  gravity  of  88° ^  the  yield  of  88°  B6.  gasoline  should  be 
2.00  X  factor  or  2.00  X  1.280  =  2.56  gallons  per  1,000  cubic  feet  of 
gas.  Any  correction  factor  would  be  subject  to  the  composition  of  the 
gadoline  extracted  from  a  given  gas.  However,  in  several  instances 
in  tests  of  gas  in  the  Mid-Continent  field,  yields  obtained  for  different 
Baum6  gravities  have  been  compared  by  weathering  the  distillates  from 
tests  and  close  agreement  has  been  observed  with  yields  calculated  (by 
use  of  factors)  for  the  same  Baum^  gravities.  It  has  been  found,  as 
one  would  expect,  that  the  result  obtained  by  calculating  an  84°B6. 
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yield  to  an  88°B^.  yield  is  somewhat  lower  than  actually  is  obtained  in 
tests  of  the  gas  from  high  pressure  gas  wells  and  in  tests  of  the  ouUet 
gas  of  gasoline  plants — the  ])ercentage  di£ference  in  each  case  being 
small  if  correction  factors  arc  not  used  over  a  greater  range  than  5**B^ 


Table  for  Con\'erting  Gasoline  Yield  op  Known  BAUiiifi  Gravitt  to 
Yield  of  Another  Hau\i£  Gravity  Desired  as  the  Standard 

Desired  Bauni6 


Observed  Baum6 

0.813 

88» 

0.775 

sr 
0.732 

86° 

85« 

84» 

83» 

92 

0.689 

0.646 

0.606 

0.570 

91 

0.908 

0.865 

0.817 

0.769 

0.721  ; 

0.676 

0.636 

90 

0.950 

0.905 

0.855 

0.805 

0.764 

0.707 

0.666 

89 

1. 000 

0.953 

0.900 

0.047 

0.794 

0.745 

0.701 

88 

1.050 

1.000 

0.945  ; 

0.889 

0.833 

0.782 

0.736 

87 

1.112 

1.059 

1.000  ' 

0.943 

0.883 

0.828 

0.779 

86 

1.181 

1.125 

1.062 

1.000 

0.938 

0.879 

0.827 

85 

1.260 

1.200 

1.133 

1.067 

1.000 

0.938 

0.883 

« 

84 

1.344 

1.280 

1.209 

1.137 

1.067 

1.000 

0.942 

— 

83 

1 .  426 

1.360 

1.284 

1.209 

1.133 

1.062 

1.000 

^3 

-     82 

1 .  522 

1.450 

1.369 

1.289 

1.208 

1.133 

1.066 

^3 

81 

1.617 

1.540 

1.454 

1.369 

1.283 

1.203 

1.132 

^S 

80 

1.716 

1.635 

1.544 

1.453 

1.362 

1.277 

1.203 

^ZA 

79 

1.821 

1 .  735 

1.638 

1.542 

1.446 

1.356 

1.276 

^^6 

78 

1.821 

1.830 

1.728 

1.626 

1.525 

1.430 

1.346 

^^ 

77 

2.021 

1.925 

1.818 

1.711 

1.604 

1.504 

1.416 

^  .6 

76 

2.131 

2.030 

1.916 

1.804 

1.692 

1.586 

1.494 

.^^ 

75 

2  247 

2.140 

2.020 

1.902 

1.783 

1.672 

1.573 

fi^3 

74 

2.373 

2  260 

2.133 

2.009 

1.883 

1.766 

1.661 

m:  ^1 

73 

2.499 

2.380 

2.248 

2.116 

1.983 

1.860 

1.750 

o^o 

72 

2 .  625 

2.500 

2.360 

2.222 

2.082 

1.953 

1.838 

^^8 

in- 
ch 


The  principle  of  this  method  for  testing  natural  gas  for  gasoline  oon 
tent  consists  in  absorbing  the  vapors  in  a  solid  absorbing  medium,  sucB^ 
as  charcoal,  and  subsequently  recovering  the  gasoline  by  distillation^"^  ^^• 
The  method  possesses  several  distinct  advantages: 

1 .  The  method  is  accurate  and  rapid,  the  time  consumed  in  absorbin, 
the  gasoline  vapors  from  casinghead  gas  in  a  test  by  the  charcoal  a 
sorption  method  being  about  10  minutes. 

2.  The  apparatus  is  sim])le  to  construct,  easy  to  operate,  and 
readily  portable,  a  ix)rtablc  outfit  containing  equipment  necessary  f( 
13  tests  weighing  22  pounds. 

3.  The  method  gives  information  both  as  to  yield  and  Baurn^  gravi 
of  gasoline,  and  is  applicable  to  both  lean  and  rich  natural  gas. 

4.  Pressure  is  not  required  for  absorption  of  the  gasoline  vapors. 
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i  forms  of  apparatus  for  making  absorption  t 
3  absorber,  which  is  convsnient  lor  rough  recc 
is  a  sinBls-coU  absorptioa  tester.     C  is  a  tcsl-absorber  of 
D  is  the  Biddison  multiple-coil  tester. 
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(c)  OiHEU  Methods  for  Testing  Natural  Gas  for  Gabo-  j 
LINE  Content. — In  the  laboratory,  the  solubility  of  natural  gas  I 
in  various  solvents  often  is  used  as  a  means  of  estimating  the-j 
gasoline  content  of  the  gas.  In  making  this  test,"  3S  c.o.  of  the  | 
absorbing  me(iiuni  are  placed  in  a  gas  pipette  over  water  or  J 
mercury  and  100  c.c.  of  the  gas  are  passed  in  from  a  burette.  I 
The  pipette  then  is  shaken  for  about  3  minutes,  and  the  gas  k  ' 
returned  to  the  burette  and  the  volume  read.  Finally,  the  gas  is 
passed  into  the  pipette  again,  the  pipette  shaken,  the  gas  returned, 
and  the  volume  read.     Pure  methane  is  soluble  in  claroline  oil 


Fid,  102. — Apparatus  tor  determinins  the  goanlino  i-ontent  of  casiDghesd  g»t. 
This  portable  QuCfit  has  boen  desigaed  eBpecially  for  (he  use  of  the  nOQ-technicnl 
mau;  it  constats  of  a  burette,  pip«tt«,  gas  collecting  tubaa.  and  one  quad  of 
Russian  white  oil. 

to  the  extent  of  1 1  per  tent.,  while  pure  ethane  is  soluble  to  the 
extent  of  68.5  per  cent.  Pittsburgh  natural  gas  is  soluble  in 
claroline  oil  to  the  extent  of  15.5  per  cent.,  while  in  mineral  seal 
oil  it  is  soluble  to  the  extent  of  16.5  per  cent. 

Another  apparatus  for  the  determination  of  gasoline  in  natural 
gas,  is  that  ticvised  by  Smith,  Fmery  Co.,  of  Los  Angeles,  Cal., 
and  described  by  Dykema.*  The  gas  from  the  well  first  is  led 
through  a  meter  and  then  through  a  coil,  at  a  pressure  of  12  in. 
of  water.     The  coil  is  of  ^i-\n-  copper,  15  ft.  in  length,  and  is 
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ooled  by  acetone  mixed  with  carbon  dioxide  which  has  been 
dded  in  the  solid  form.  In  this  way  the  temperature  of  the 
cetone  surrounding  the  coil  may  be  held  at  the  temperature  of 
0®F.  below  zero.  The  Newton  absorption  tester,  a  simple  field 
pparatus,  is  described  in  Westcott's  "Hand  Book  of  Natural 
Jas"  (3rd  ed.,  663). 

An  apparatus  for  the  direct  determination  of  gasoline  in 
atural  gas,  using  a  small  sample  of  the  gas,  has  been  described 
y  Oberfell.i 

The  Davis  differential  pressure  method,  described  in  J.  Ind. 
Ing,  Chem.,  10  (1918),  709,  712  and  718,  now  is  under  investiga- 
ion  as  to  its  applicability  for  the  determination  of  the  gasoline 
ontent  of  natural  gas. 

6.  The  Evaluation  of  Natural  Gas  for  Carbon  Black.  >— The 
esting  of  natural  gas  for  carbon  black  yield,  preliminary  to 
recting  plants,  is  very  important.  The  variations  in  the  actual 
mounts  of  carbon  black  obtained  by  the  same  process  when 
ising  different  gases  are  shown  in  the  following  table.  The 
[uantity  recovered  very  closely  follows  the  percentage  of  ethane, 
leating  value,  and  amount  of  elementary  carbon  calculated  from 
he  hydrocarbons  determined  by  analysis.  The  gas  from  Louisi- 
na  has  the  lowest  percentage  of  nitrogen  and  the  highest  per- 
entage  of  hydrocarbons,  namely,  97.56,  yet,  when  burned  at  a 
actory,  gives  the  smallest  yield  of  carbon  black.  This  is  due  to 
he  large  proportion  of  methane  that  contains  33.5  pounds  of 
arbon  per  1,000  cu.  ft.,  whereas  the  same  quantity  of  ethane 
ontains  67  pounds  of  carbon.  The  two  gases  from  West  Virginia 
lave  very  similar  compositions  and  give  approximately  the  same 
lelds  of  carbon  black.  The  gas  supplied  to  the  plant  in  Wyom- 
ng  has  the  largest  calorific  value  and  carbon  content,  and  consider- 
ibly  more  ethane  than  any  of  the  other  gases,  and  gives  the 
p-eatest  yield  of  carbon  black.  With  the  richer  gases,  not  only 
-he  actual  quantity  of  carbon  obtained  is  larger,  but  the  percentage 
•ecovery  also  increases.  An  examination  of  the  chemical  analysis 
)f  a  gas  is  probably  as  trustworthy  an  indication  of  the  available 

» J.  Ind.  Eng.  Chem.,  10  (1918),  211. 

*  Contributed  by  Roy  O.  Neal,  Chemical  Engineer,  U.  S.  Bureau  of 
Mines.  For  a  select  bibliography  of  lampblack  and  carbon  black,  sec 
McClelland's  "Lampblack,"  Carnegie  Library,  Pittsburgh,  Pa.,  1919. 
On  the  testing  of  carbon  black  for  quality,  see  Perrott  and  Thiessen, 
f.  Ind.  Eng.  Chem.f  12  (1920),  324.  These  authors  also  propose  tentative 
'pecifications  for  carbon  black  for  various  purposes. 
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carbon  black  as  the  result  obtained  with  a  small  portable 

rat  us  wherein  the  gas  is  burned  and  the  deposited  carbon  blac=   1 

is  eolloctod  and  weighed. 


C'akron  Content  and  Quantity  op  Carbon  Black  Recovered  by 

Channel  PRocBfts* 


LouiaiBna, 
per  cent. 

(a) 


Methane 94.12 

Ethane 3.44 

Carbon  dioxide 0. 50 

Nitrogen 1 .  94 

Heating  value* 962 

Pounds  of  carbon  per  1,000 

cu.  ft.  of  gas* 33.8 

Reported  obtained  as  carbon 

black,  lb.  per  M j  0.80 

Per  cent,  recovery i  2.4 


Wc«t 

Virginia, 

per  cent. 

(6) 


West 

Virginia, 

per  cent. 

(c) 


Wyominc 

per  cent 

id) 


70.75 

65.23 

46.45 

24.14 

30.07 

43.10 

0.28 

1.56 

0.96 

4.83 

3.14 

9.49 

1086 

1134 

1176 

39.9 

42.3 

44.3 

1.00 

1.10 

1.40 

2.5 

2.6 

3.1 

Neal  has  designed  an  apparatus  for  determining  the  quantity 
of  carbon  black  which  one  might  expect  to  obtain  from  an  un- 
known natural  gas.  Details  of  the  apparatus  are  shown  in  Fig. 
103.  It  is  made  of  16-gage  sheet  iron  and  is  held  together  with 
3^^-in.  rivets.  The  carbon  black  is  deposited  upon  a  plate,  8  in. 
X  10-^  in.  X  H  iii->  ftiid  is  removed  by  a  scraper,  1  in.  X  8  in. 
X  Ke  iii>  which  is  operated  by  hand.  The  draft  is  controlled 
by  eight  1-in.  ventilating  holes  that  are  provided  with  covers 
which  are  pivoted  above  the  holes  and  by  a  revolving  damper 
located  at  the  top  of  the  hood.  The  pipe  carrying  the  lava  tips 
can  be  lowered  below  the  depositing  plate  and  held  at  any  dis- 
tance by  attaching  a  plug  in  the  stopper  holes  below  the  supports. 
The  hopper  carries  a  sliding  door  for  removing  the  carbon  black. 
Lava  tips  capable  of  burning  about  4  cu.  ft.  of  gas  per  hour  are 
used.  The  hood,  hopper  and  legs  are  detachable  and  fit  into  the 
central  portion  of  the  device  to  facilitate  transporting  in  the  field. 

^  Chemical  analyses  of  gases  were  made  by  Donald  B.  Dow,  Junior  Chem- 
ist of  the  Bartlesville  Station,  U.  S.  Bureau  of  Mines. 
*  Net  heating  value  in  B.t.u.  per  cu.  ft.  at  O'C.  and  760  mm.  pressure. 
'  Calculated  from  the  carbon  contents  of  methane  and  ethane. 
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The  apparatus  ready  for  transporting  for  field  use  is  shown  in 
Fig.  104. 

The  apparatus  can  be  used  in  the  field  by  connecting  it  directly 
to  the  supply  of  gas  and  using  suitable  wind  breaks  if  assembled 
in  the  field,  or  it  can  be  used  in  the  laboratory  by  obtainint;  a 
sample  of  gas  under  pressure  in  a  steel  cylinder. 


■■-"J- 

.   103. — Dotoil  (IriiwinK  (•(  tho  Nunl  apparatua  for  o 

t-nrbuii  block  (rum  miturul  gaa. 


The  source  of  supply  of  gas  is  connected  wfth  a  meter  register- 
ing at  least  as  small  a  quantity  as  0.1  cu.  ft.  and  on  this  line 
should  be  a  J-^-in.  needle-valve  in  order  to  limit  the  flow  of  gas 
through  the  apparatus.  Between  the  meter  and  the  apparatus 
where  the  gas  is  burned,  is  attached  a  U-tube  for  determining 
the  pressure  of  the  gas.  The  top  of  the  lava  tips  should  be  about 
2}4  in.  below  the  depositing  plate  and  a  gas  pressure  of  from  J^ 
to  !  in.  of  water  should  be  maintained.  But  these  factors  will 
be  changed  when  examining  different  gases  and  in  the  preliminary 
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tests  changes  should  be  made  until  thelargest  recovery  is  obtained. 
A  test  should  last  at  least  an  hour,  during  which  time  15  or  20 
cu.  ft.  of  gas  should  be  burned.  It  is  possible  lo  make  a  test 
without  using  the  meter  in  the  field  by  previously  calibrating  the 
apparatus  against  a  meter  in  which  different  pressures  on  the 
manometer  tube  are  observed  and  the  time  recorded.  This  will 
give  fairly  accurate  data  on  the  volumes,  provided,  of  course, 
the  lava  tips  are  not  broken  or  do  not  become  plugged  or  partially 
obstructed  by  foreign  matter  after  the  apparatus  has  been  stand- 
ardized.    DiifinK  'he  test  Ihe  carbon  l.ilai'k  should  be  rciiiovcrl 


Fm.  10*.— T 
iiBtural  KBA.     The  illi 
randy  for  trnnaportai. 


from  the  collecting  plate  by  the  scraper  every  ten  minutes,  and 
at  the  end  of  the  test  the  carbon  which  is  depo,sited  on  the  sides 
of  the  apparatus  and  plate  is  removed  by  use  of  a  small  brusli. 
This  accumulated  carbon  black  then  is  weighed.  From  the  data 
on  the  volume  of  gas  burned,  the  quantity  of  carbon  black  col- 
lected, and  the  pressure  of  the  gas,  the  quantity  of  carbon  black 
which  one  might  expect  to  obtain  in  plant  operation  from  a  given 
gas  can  be  calculated.  The  apparatus  assembled  is  shown  in  Fin. 
104. 

In   both  operations  only  comparative  results  are  obtained- 
The  portable  apparatus  will  give  results  approximately  par^^^| 
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ing  those  procured  in  commercial  plauts  using  the  channel  aystem ; 
but  if  some  other  process  ia  used,  it  is  necessary  to  standardize 
the  apparatus  against  a  plant  where  conditions  will  be  sintilar 
to  those  where  the  gas  in  question  is  examined- 

7.  The  Measurement  of  Natural  Gas.'  (a)  Calibration  of 
Meters.  Standard  Meter  Provers. — The  meter  prover  is  the 
standard  instrument  by  which  the 
proof  of  a  meter  is  ascertained. 
All  meter  provers  should  be  cali- 
brated bymeans  of  a  standardized 
cubic-foot  bottle. 

The  meter  pi'over  consists  of  a 
tank  containing  water  in  which 
is  suspended  a  bell  or  holder 
having  a  supporting  chain  going 
over  a  large  balance  wheel.  At 
the  end  of  this  chain  ia  a  weight 
holder  with  weights  to  give  the 
desired  gas  pressure  inside  the 
l)el!-  To  the  axis  of  the  balance 
wheel  ia  attached  an  involute 
with  a  counterpoise  weight,  the 
purpoae  of  which  is  to  maintain 
a  uniform  pressure  at  all  points 
of  travel  of  the  bell.  The  wheel, 
chain,  involute  and  weights  arc 
supported  by  a  frame-work  con- 
sisting of  three  columns  and  a 
triangular  bridge  across  the  top 
of  the  columns.  The  bases  of 
the  columns  are  screwed  to 
sockets  in  the  top  of  the  tank. 
The  bell  is  guided  by  three  rollers  at  the  bottom  and  thrse  at 
the  top  of  the  bell.  On  the  front  of  the  bell  is  a  scale  properly 
graduated  in  cubic  feet  and  fractions  thereof,  by  means  of  which 


I.  in 5. —Stand art!  n 


'  Contributed  by  H.  R.  Auerawald,  Meter  Expert,  The  Gypsy  Oil 
Company.  The  scope  of  this  treatise  does  not  allow  of  a  full  consitleration 
of  the  subject  of  the  measurement  of  natural  gaa.  Consequently,  an 
liccount  of  the  principles  involved  in  sueh  measuring  devices  as  the 
Thomas  electric  meter,  proportional  meters,  orifire  meter,  Ventiiri  meter, 
iHfiue  provers  ("flow  meters")  has  been  omitted. 
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is  determined  the  exact  amount  of  gas  or  air  passed  through  a 
meter  during  its  test. 

On  the  front  of  the  body  is  a  channel  having  at  its  top  a  valve 
and  two  cocks,  right  and  left  hand.  A  hose  is  attached  to  either 
one  of  the  cocks,  as  desired.  On  the  outer  end  of  this  hose  is  a 
coupling  for  attaching  to  the  meters  to  be  tested.  The  connection 
to  the  meters  is  made  by  using  intermediate  reducers  or  increases 
called  inlet  connections,  except  for  one  size  which  the  hose  coup- 
ling will  fit,  usually  the  ten-light  meter.  Two  thermometers  are 
provided  for  each  prover,  one  to  give  the  temperature  of  the 
water  and  the  other  that  of  the  air.  A  6-in.  siphon  gage  aldo  is 
furnished  to  give  the  pressure  under  which  the  prover  is  being 
operated. 

These  provers  usually  are  constructed  entirely  of  galvanized 
iron,  either  japanned  or  painted.  They  also  are  made  with 
brass  tanks,  or  bodies,  and  japanned  and  polished  copper  belk. 
The  latter  form  is  preferred  by  many  engineers  on  account  of  its 
great  durability.  The  regular  sizes  are  2-foot,  5-foot,  10-foot, 
and  20-foot  capacity. 

The  Cubic-Foot  Bottle. — This  instrument  is  the  basis  of  all  gas 
measurement.  In  fact,  the  correctness  of  any  gas  measuring 
device,  in  its  final  analysis,  is  determined  by  the  cubic-toot 
bottle,  which  is  standardized  by  the  Bureau  of  Standards  at 
Washington,  D.  C,  and  hence  possesses  an  accuracy  which  is 
beyond  dispute. 

The  principle  upon  which  the  operation  of  the  cubic-foot  bottle 
is  based,  is  very  simple  indeed;  namely,  a  volume  of  1  cu.  ft.  of 
gas  is  displaced  by  a  volume  of  1  cu.  ft.  of  water.  The  me- 
chanical detail  required  to  do  that  conveniently  and  accurately 
is,  however,  more  complex.  As  shown  in  Fig.  106,  there  is  a 
cabinet  containing  and  supporting  the  cubic-foot  bottle,  its 
system  of  piping  and  its  tanks.  The  bottle,  as  the  copper  re- 
ceptacle in  the  center  of  the  cabinet  is  called,  has  a  capacity  of 
1  cu.  ft.  At  its  top  and  bottom  are  gage  glasses  with  pointers. 
When  the  water  rises  from  the  bottom  pointer  to  the  top  one,  1 
cu.  ft.  of  gas  has  been  delivered. 

The  operation  is  as  follows:  The  lower  tank  is  filled  with  water 
and  this  water  is  pumped  to  the  upper  tank.  All  temperatures 
of  water,  room  and  instrument  to  be  tested  are  equalized.  Now 
close  all  cocks,  open  the  vent  above  the  bottle,  and  open  the 
cocks  that  admit  the  water  from  the  top  tank  to  the  bottom  of 
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(he  bottle  and  allow  the  water  to  come  to  the  pointer  on  the 
lower  gage  glass.  At  this  instant  close  the  lower  cock.  Then 
close  the  vent  and  open  the  cocks  in  the  line  of  piping  leading  to 
the  article  being  tested.  Next  reopen  the  cock  admitting  water 
to  the  bottle.  Allow  the  water  to  fill  the  bottle  and  to  corae  to 
the  pointer  oii  the  upper  gage  glass.  Close  the  water  cock  and 
the  piping  cock.  Then  1  cu.  ft.  of  air  has 
been  delivered.  Open  the  vent  and  the 
cock  admitting  water  to  the  lower  tank 
and  allow  to  drain  out  of  the  bottle.  Next 
pump  the  water  from  the  lower  tank  to  the 
upper.  Then  repeat  the  method  of  pro- 
cedure of  operation  of  the  bottle,  if  suc- 
cessive cubic  feet  are  desired.  Extreme 
care  must  be  exercised  always  to  have  the 
temperatures  exact  and  unvarying.  In 
some  instances  the  operation  must  be 
conducted  in  a  room  in  which  the  air  is 
saturated  with  water  vapor. 

The  Correction  of  Erratic  Meters  (by  F. 
H.  01iphant).^A  fast  meter  is  one  which 
registers  too  many  cu.  ft.  and  a  slow  meter 
is  one  which  registers  too  few  cu.  ft.,  aa 
compared  with  a  prover  which  measures 
the  correct  numl>er  of  cu.  ft.  and  which 
is  the  standard  to  which  all  meters  are 
compared.  The  multipliers  given  in  the 
following  table  are  all  less  than  one  for  fast 
meters    and    greater    than    one    for  alow 

meters.  bfjttla.      For 

A    meter    on    which    the    dial    shows    10.5     '"boratory    meter*,   a 
,  ,  ,  ,  ,       .        buttle  of  ho-fu- (t.  cs- 

cu.  ft.  when  the  prover  shows  10  cu.  ft.  la  puHty  eeiuTHlly  i*  used. 
called  5  per  cent,  fast  and  must  l>e  multi- 
plied by  0.952  to  reduce  the  quantity  to  standard.  A  meter  on 
which  the  dial  shows  9.5  cu.  ft.  when  the  prover  shows  10  cu. 
ft.  is  termed  5  per  cent,  slow  and  must  be  multiplied  by  1.053  to 
bring  it  up  to  the  standard. 

Because  the  dial  of  many  meters  cannot  be  read  as  accurately 
as  the  scale  on  the  prover,  it  is  preferred  in  some  cases  to  pass  the 
air  or  gas  through  the  meter  and  prover  until  the  meter  registers 
10  cu.  ft.,  then  shutting  off  and  reading  the  prover  scale.     For 
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this  purpose  a  second  table  is  introduced  which,  however,  ia 
consistent  with  the  first.  This  method  simplifies  the  computa- 
tion for  the  multipUer,  which  shows  directly  from  the  prover 
scale,  being  one-tenth  the  value  of  the  prover  scale  reading. 
The  correction  factor  or  multiplier  to  correct  erratic  meters  is 
determined  by  the  following  formula: 

-.-.  .  .  T         Prover  reading 

Multiplier  '-  ir^-; 3^—  "• 

^  Meter  reading 

Example :  Say  the  reading  of  a  meter  is  10.0,  while  the  prover 

12.5 
reads  12.5;  then  the  multiplier  is  -|^    =  1.25.     Or,  say  the  read- 
ing of  the  meter  is  10  when  the  prover  reads  8;  then  ^o  =  ^-^ 
is  the  multiplier. 

The  formula  for  determining  the  percentage  that  a  meter  is 
fast  is  as  follows: 

(Meter  reading  —  Prover  reading)  X  100 

s T =  percentage  error 

Prover  reading  ^  ^^ 

fast. 

Example:  Say  a  meter  registers  10  cu.  ft.  while  the  prover 

u         o    xu      (10  -  8)  X  100      200      ^^  ,  ,  , 

shows  8;  then  g"  =    j.    =  25  per  cent,  error  fast. 

The  formula  for  determining  the  percentage  error  of  a  slow 

meter  is  as  follows: 

(Prover  readiuGC  —  Meter  reading)  X  100  ,  ^- 

T>  ,.  -     =  percentage    error 

Prover  reading  '^  ^ 

slow. 

Example:  Say  a  slow  meter  registering  10  showed  12.5  cu.  f^' 

.u       (12.5  -  10)  X  100       250         ^^  . 

on  the  prover;  then -^"k ~  jo  ^   ~   20  per  cei^^' 

error  slow. 

The  multipliers  for  slow  and  fast  meters  are  determined  t>^ 
the  following  formulas:  Multipliers  for  meters  that  are  slo^^' 

-,,,.  ^     ,      •     Multipliers    for   meters    that   are    fa-^^* 

100  -  per  cent,  slow  ^ 

100 
100  +  per  cent,  fast 

Kxaiuple:  Suppose  a  meter  is  said  to  be  20  per  cent.  slow.      I^ 

1  I  II  100  100         ,  ^^      ^      ^v.e 

tills  case,  the  multiplier   =  ina  _  on  =    on    "=   1-25.     On    t^^ 

other  hand,  suppose  a  meter  is  reported  25  per  cent.  fast.     He^*^ 

1  •  1  100  100       ^^^ 

^'^•^^"^^^'^^^^^^^^'  =  100  +  25  =  J25'"°-^- 


THE  EXAMINATION  OF  NATURAL  GAS 


291 


Giving  Multipliers  for  Correction  of  Erratic  Reqistbr  of 

Meters,  Slow  and  Fast 


Slow  meten 

» 

Fast  meters 

1 

r 

■ 

Prover 

reading, 

cu.  ft. 

Percentage  of 
variation 

(prover  being 
Standard) 

1  Multipliers 
to  correct 
slow  meters 

1.37 

1 

Prover 

reading, 

cu.  ft. 

Percentage  of 

variation 
(prover  being 

Standard) 

1 

MultipUers 

to  correct 

fast  meters 

13.7 

27.00 

10.0 

0.00 

1.00 

1 

13.6 

26.47 

1.36 

9.9 

1.01 

0.99 

13.5 

25.93 

1.35 

9.8 

2.04 

0.98 

i    13.4 

25.37 

1.34 

9.7 

3.09 

0.97 

13.3    ' 

24.81 

1.33 

9.6 

4.17 

0.96 

;     13.2 

24.24 

1.32 

9.5 

5.26 

0.95 

13.1 

23.66 

1.31 

9.4 

6.38 

0.94 

1    13.0   i 

23.08 

1.30 

9.3 

7.53 

0.93 

!    12.9 

22.48 

1.29 

9  2 

8.70 

0.92 

12.8 

21.88 

1.28 

9.1 

9.89 

0.91 

:    12.7 

21.26 

1.27 

9.0 

11.11 

0.90 

12.6 

20.63 

1.26 

8.9 

12.36 

0.89 

12.5 

20.00 

1.25 

8.8 

13.63 

0.88 

12.4 

19.35 

1.24 

8.7 

14.94 

0.87 

12.3 

18.70 

1.23 

8.6 

16.28 

0.86 

12.2 

18.03 

1.22 

8.5 

17.65 

0.85 

12.1 

17.35 

1.21 

8.4 

19.05 

0.84 

12.0 

16.67 

1.20 

8.3 

20.48 

0.83 

11.9 

15.97 

1.19 

8.2 

21.95 

0.82 

11.8 

15.26 

1.18 

8.1 

23.46 

0.81 

11.7 

14.53 

1.17 

8.0 

25  00 

0.80 

11.6 

13.80 

I       1.16 

7.9 

26.58 

1      0.79 

11.5 

13.04 

1.15 

7.8 

28.20 

0.78 

11.4 

12.28 

1.14 

7.7 

29.87 

0  77 

11.3 

11.50 

1.13 

7.6 

31.58 

0.76 

11.2 

10.71 

1.12 

7.5 

1       33.33 

0.75 

11.1 

9.91 

1.11 

7.4 

35.13 

0.74 

1 

;    11.0 

9.09 

1.10 

7.3 

37.00 

i      0.73 

!    10.9 

8.26 

1.09 

7.2 

38.88 

0.72 

10.8 

7.41 

1.08 

'     7.1 

40.84 

0.71 

1    10.7 

6.54 

1.07 

7.0 

42.86 

0.70 

10.6 

5.66 

1.06 

6.9 

44.93 

1      0.69 

10.5 

4.76 

1.05 

6.8 

47.06 

0.68 

10.4 

3.85 

1.04 

6.7 

'       49.26 

0.67 

.    10.3 

2  91 

1.03 

6.6 

51.51 

0.66 

10.2 

1.96 

1.02 

6.5 

53.85 

0.65 

'    10.1 

0.99 

1.01 

6.4 

;       56.25 

0.64 

10.0 

0.00 

1.00 

6.3 

58.73 

0.63 
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In  other  words,  to  correct  a  meter  reading,  divide  it  by  1  plus 
the  per  cent,  expressed  as  a  decimal  fraction  that  the  meter  is 
fast,  or  by  1  minus  the  per  cent,  expressed  as  a  decimal  fraction 
that  the  meter  is  slow;  or  in  each  case  by  multiplying  by  the 
reciprocals  of  these  quantities. 

The  Use  of  the  Above  Table. — If  10  cu.  ft.  in  a  meter  showed 
only  7.5  cu.  ft.  in  the  prover,  the  meter  is  33.33  per  cent.  fast. 
In  the  table  opposite  7.5,  multiplier  0.75  is  found.  Say  a  meter 
in  use  recorded  42,250  cu.  ft.  when  disconnected  and  was  found 
to  be  33.33  per  cent,  fast,  then  42,250  X  0.75  =  31,687.5  cu.  ft., 
which  is  the  corrected  quantity.  On  the  other  hand,  if  a  meter 
recording  10  cu.  ft.  gave  11.5  cu.  ft.  in  the  prover,  the  meter  is 

13.04  per  cent,  slow  and  in  the  table  opposite  11.5  cu.  ft.  a  multi- 
plier of  1.15  is  recorded.  If  the  meter  registered  42,250  cu.  ft. 
when  disconnected,  then  42,250  X  1.15  =  48,587.5  cu.  ft.  is 
the  correct  quantity.  It  will  be  observed  that  the  multiplier  for 
correcting  erratic  meters  is  the  quantity  recorded  by  the  prover 
with  the  decimal  point  moved  one  figure  to  the  left.  Then,  if 
the  prover  shows  7.5  cu.  ft.  and  the  meter  10  cu.  ft.,  the  correcting 
multiplier  is  0.75.  On  the  other  hand,  if  the  prover  shows  115 
cu.  ft.  and  the  meter  10,  the  correcting  multiplier  is  1.15.  If 
the  prover  should  show  10.125  and  the  meter  10  cu.  ft.,  the  mul- 
tiplier will  be  1.0125.  It  is  much  more  direct  to  use  the 
multiplier  than  to  reduce  the  percentage,  to  obtain  the  corrected 
quantity  from  an  erratic  meter. 

If  it  is  desired  to  get  the  error  in  the  gas  bill,  instead  of  the 
error  in  the  meter,  when  testing  the  meter,  it  can  be  obtained 
direct  from  the  prover  and  meter  readings.  For  instance,  sup- 
pose 10  cu.  ft.  in  a  meter  showed  only  7.5  cu.  ft.  in  the  prover. 

The  gas  bill  then  would  be  — TK~~  —  ^-25,  or  25  per  cent,  too 

much,  and  the  same  multiplier  should  be  used  as  in  correcting 
the  meter  reading,     if  the  meter  in  use  showed  12,500  cu.  ft> 
the  actual  amount  of  gas  passed  was  12,500  X  0.75  or  12,500  " 
(12,500  X  0.25)  =  9,375  cu.  ft. 
Suppose  the  meter  was  slow,  and  10  cu.  ft.  on  the  meter  showed 

11.5  cu.  ft.  on  the  prover,  as  in  the  previous  case,  the  gas  bill  would 

be  —    .^         =  0.15,  or  15  per  cent,  too  small.     If  the  meter  in 

use  showed  15,500  cu.  ft.,  the  actual  amount  of  gas  passed  was 
15,500  X  1.15  or  15,500+  (15,500  X  0.15)  =  17,825  cu.  ft. 


THE  EXAMINATION  OF  NATURAL  GAS  293 

If  the  meter  tester  makes  his  calculations  in  this  manner,  the 
gas  accountant  in  the  office  can  add  or  subtract  the  percentage 
as  shown  on  the  meter  tester^s  report  and  thereby  make  a. cor- 
rection in  the  bill.  This  procedure  often  prevents  the  misunder- 
standing which  is  liable  to  arise  if  the  correction  applied  to  the 
gas  bill  is  different  than  the  percentage  error  of  the  meter.  The 
error  in  the  meter  and  the  error  in  the  gas  bill  are  different,  but 
the  methods  of  correction  are  the  same. 

(6)  Testing  Natural  Gas  Wells  for  Voltjmb.  Testing 
Natural  Gas  Wells  with  the  Pitot  Tube, — When  the  producer  drills 
into  a  natural  gas  sand,  during  the  drilling  the  sudden  rush  of  gas 
from  the  well  sometimes  throws  the  tools  out  of  the  hole  and  clear 
of  the  derrick.  The  well  then  is  closed-in  and  as  soon  as  possible 
a  test  is  made  to  determine  the  capacity  or  open-flow  volume  of 
gas  from  the  well.  By  open-flow  volume  is  meant  the  number 
of  cu.  ft.  of  atmospheric  gas  which  the  well  will  produce  daily 
when  wide  open  to  the  air. 

The  results  of  the  test  afford  useful  information  for  the  guid- 
ance of  the  owner  or  a  prospective  buyer  of  the  gas  from  the  well. 
It  forms  a  basis  for  figuring  how  much  gas  may  be  taken  from 
the  well  monthly  if  the  rock  and  line  pressures  are  such  that  the 
well  will  feed  into  the  line  a  fair  percentage  of  its  open-flow  vol- 
imae.  In  some  States  it  is  permissible  to  take  from  a  well  25 
per  cent,  of  its  over-flow  volume.  The  results  of  the  test, 
however,  cannot  be  used  for  computing  how  much  gas  the  well 
will  feed  into  a  line  which  has  a  certain  pressure  on  it.  This 
amount  can  be  obtained  only  by  holding  a  pressure  equal  to  the 
line  pressure  on  the  well  and  allowing  enough  gas  to  escape  to  just 
maintain  that  pressure  at  the  top  of  the  well.  The  escaping  gas 
can  be  measured  and  the  volume  of  gas  which  the  well  will  produce 
against  that  line  pressure  is  ascertained  thereby.  The  meas- 
urement of  the  escaping  gas  can  be  accomplished  in  the  same 
manner  as  the  Pitot  tube  test  for  open-flow,  which  is  described 
infra. 

The  Pitot  tube  consists  of  a  piece  of  3^^-in.  pipe  bent  at  right 
angles  in  the  form  of  a  Z.  To  one  end  of  the  pipe  is  connected 
a  U-gage  or  indicating  pressure-gage.  For  small  volume  wells 
a  U-gage  filled  with  water  is  best;  for  larger  volume  wells  mer- 
cury should  be  used,  and  for  very  large  volume  wells  an  indicating 
pressure-gage  should  be  employed.  The  well  should  be  opened 
and  allowed  to  flow  until  the  flow  has  settled  to  a  regular  volume. 
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This  can  be  ascertained  by  holding  the  Pitot  tube  in  the  flow  at 

5-minute  intervals  until  two  or  three  like  readings  are  obtained. 

Some  wells  will  settle  down  in  15  minutes  while  others  may  take 

one  hour  or  more. 

To  measure'  the  flow  of  gas,  the  open  end  of  the  3^i-in.  pipe  is 

held  in  the  stream  of  flowing  gas  so  that  the  opening  is  at  direct 

right  angles  to  the  flow,  and  J-^  the  way  across 
the  opening  from  which  the  gas  is  flowing. 
The  pipe  from  which  the  gas  is  flowing  should 
be  straight,  smooth,  and  of  the  same  diameter 
for  as  many  feet  as  it  is  inches  in  diameter. 
There  should  be  no  fittings,  nor  should  the 
flow  be  measured  from  a  collar  or  fitting  of 
any  kind.  The  highest  velocity  of  flow  is  at 
the  center  of  the  pipe,  and  the  lowest  at  the 
outside.  The  average  velocity  occurs  one- 
third  the  distance  across  the  pipe.  The  im- 
pact of  the  flowing  gas  against  the  open  end 
of  the  Pitot  tube  pipe  is  transmitted  to  the 

Fio.ioT.-Pitottube    surface  of  the  liquid  in  the  U-gage  and  the 

or    siphon    gage    for  ^  o   o 

measuring  the  volume    surface  of  the  liquid  is  pushed  down  on  one 
of  gas  flowing  from  a   gj^^  ^j  ^j^^  ^nd  up  on  the  Other,  until 

natural  gas  well.  •     i         i  • 

the  static  head  of  the  liquid  equals  the  velocity 
head  of  the  gas.  The  reading  is  the  difference  in  inches  between 
the  two  surfaces  of  the  liquid. 

F.  H.  Oliphant  has  compiled  the  table  presented  below,  from 
which  the  volume  in  cu.  ft.  per  day  can  be  obtained  if  the  pres- 
sure on  the  U-tube  is  ascertained  by  test.  The  data  are  based 
on  a  4-oz.  pressure  or  14.65  lbs.  per  sq.  in.,  a  gas  temperature  of 
60°F.,  and  a  specific  gravity  of  0.6,  compared  with  air.  If  the 
specific  gravity  of  the  gas  is  other  than  0.6,  the  figures  in  the 

table  should  be  multiplied  by^/- -■  —    •     If  the  tempera- 

\true  sp.  gr. 

ture  is  above  or  below  60°F.,  1  per  cent,  for  each  10^  should  be  de- 
ducted or  added. 
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PiTOT  Tube  Table  for  Testing  op  Gas  Wells 

charge  of  gas  of  0.6  specific  gravity  from  gas-well  tubing  of  different 

sizes  in  twenty-four  hours 


1 

Pressure 

Discharge 

in  cubic  feet 

D 

In  in. 

1 

Of 

of 

In  lb. 

l-in.  tubing 

2-in.  tubing 

3-in.  tubing 

4-in.  tubing 

ter 

mercury 

per  sq.  m. 

1 
10     

1 

11,880 

47,520 

106,920 

190,080 

20 

i 

17,136  . 

68,544 

154,224 

274,176 

30 

1 
1 

20,568 

82,272 

185,112 

329,088 

40 

•  .  .  .  . 

23,520 

94,080 

211,680 

376,320 

50 

26,544 

106,176 

238,896 

424,704 

60 

•  .  .  .  • 

29,112 

116,448 

262,008  : 

465,792 

70 

31,440 

125,760 

282,960  ; 

503,040 

8 

33,624 

134,496 

302,616 

537,984 

9    .   

35,640 

142.560 

320,760  ' 

570,240 

0       

37,320 

149.280 

335,880  1 

597,120 

25     

41,712 

166,848 

375,408  ' 

667,392 

5    1    

45,960 

183,840 

413,640 

735,360 

75 

0.12 

49,680 

198.720 

447,120 

794,880 

0 

0.147 

53,136 

212.544 

478,224 

850,176 

5    i  0.184 

59,400 

237,600 

534,600 

950,400 

0    i  0.22 

0.108 

65,088 

260,352 

585,792 

1,041,408 

5 

0.257 

0.126 

70,272 

281,088 

632,448 

1,124,352 

0 

0.294 

0.144 

75.120 

300,480 

676,080 

1,201,920 

5    !  0.331 

0.162 

79,704 

318.810 

717,336 

1,275,264 

0    1  0.368 

0.18 

84,000 

336,000 

756,000 

1,344,000 

0    j  0.441 

0.216 

92,016 

368,060 

828,144 

1,472,256 

0 

0.515 

0.252 

99,360 

397.440 

894,240 

1,589,760 

0 

0.588 

0.288 

106,272 

425,088 

956,448 

1,700,352 

0 

0.662 

0.324 

112,656 

450,624 

1,013,904 

1,802,496 

0       0.736 

0.36 

118,800 

475.200 

1,069,200 

1,900,800 

0       0.8 

0.396 

125,160 

500,640 

1,126,440 

2,002,560 

0    '  0.88 

1     0.432 

130,128 

520,512 

1,171,152 

2,082,048 

1.02 

0.5 

138.960 

555,840 

1,250,640 

2,223,360 

1.52 

0.75 

170,280 

681,120 

1     1,532,520 

2,724,480 

2.03 

1.00 

196,680 

786,720 

1     1,770.120 

3, 146,880 

2.54 

1     1.25 

219,960 

879,840 

'     1,979,640 

3,519,360 

3.05 

1.5 

240,720 

962,880 

2,166,480 

3,851,520 

3.56 

1.75 

259,920 

1 

1,039,680 

1     2,339,280 

4,158,720 
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in!°of 

Pr«i.w 

XK.oh.rge 

JO  tubic  (Kl 

io'% 

p.'r".Jf"*lo 

l^n.  tubin. 

2.in.  tubing 

3-{ii.  tnbint 

4^n.  tiibb* 

2.00 

272,640 

1,090,560 

,  4,07 

2,453,760 

4,362,240 

I4.57 

2.25 

294,600 

1,178,400 

2,651,400 

4,713.600 

■  5,0a 

2,50 

310,800 

1,243,200 

2,797,200 

4,972,800 

ft.  59 

2.75 

321,000 

1,284.000 

2,889,000 

5,136,000 

6.10 

3,00 

340,200 

1,360,800 

3,061,800 

5.443,200 

6,61 

3.25 

354,120 

1,416,480 

3,187,080 

8,665,920 

7,11 

3.50 

367,680 

1,470,720 

3,309,120 

5,882,880 

7.62 

3.75 

380,400 

1,521,800 

3,423,600 

6,086.400 

8.13 

4.00 

392,880 

1,571,520 

3,635,920 

6.286,080 

8.64 

4  25 

405.000 

1.620,000 

3,645.000 

6,480,000 

9,15 

4.50 

416,640 

l,66fl.660 

3,749,760 

6,666,240 

9.65 

4.75 

428,280 

1,713,120 

3,864,520 

6,852,480 

10.16 

5.00 

439,920 

1,759.680 

3,059,280 

r,orjs,7-2C» 

,12.20 

6,0 

476,040 

1,904,160 

4,284,360 

7.f.ir,,f.it:u 

7.0 

517,320 

2,069,280 

4,655.880 

8,277, 12<D 

! 

8  0 

642,400 

2.169.600 

4,881,600 

8,678,40*3 

9  0 

569,640 

2,278,650 

6,126,760 

!|m,24  ■^ 

10,0 

595,560 

2,382,340 

5,360,040 

!'..V.N,!Hi--J 

11.0 

621,960 

2,487,840 

5,697,640 

9,951,3^0 

12  0 

642,600 

2,570,400 

5,783,400 

10,281,6C^BO 

13.0 

664,680 

2,658,720 

5,982,120 

H),'i.i4.H^~=*0 

14.0 

683,880 

2,735,520 

6,154,020 

H),!U2.0! <l 

16.0 

703,080 

2,812,320 

8,327,720 

ll,21f>,2^r-T>0 

16.0 

721,080 

2,884.320 

6,489,720 

I!..i:i7,2^-^^0 

17.0 

738,120 

2,952,480 

6.643,080 

n,.-vii;'.'i--"Ji 

18.0 

753,960 

3,015,840 

6,785,840 

lL>,(n;;.:ii^Hi 

20  0 

785,520 

3,142,080 

7,069,680 

12,668,3=20 

22.0 

803,280 

3,213,120 

7,229,620 

12,862, 4-^50 

25.0 

854,880 

3,419,520 

7,693,920 

i:{,.;7.s,i>  J?ri« 

30  0 

910,680 

3,642,720 

8,196,120 

14,570,S.«[1 

35,0 

960,960 

3,843,840 

8,848,640 

15,375,»«(1 

40,0 

I,00e.680 

4,026,720 

9,060,120 

16,106,»W 

1 

45.0 

1,046,520 

4,186,080 

9,418,680 

16.744,320 

60  0 

1.081.920 

4,327.680 

9,737,280 

17,310,rSW 

60,0 

1,137,120 

4,548,480 

10,234,080 

18,193,0ai 

75  0 

1,223,400 

4.893,600 

11,010,600 

19,574.40? 

90  0 

1,304,400 

5,217.600 

11,739,600 

20,870,400 

100  0 

1.336  920 

5.347,680 

12,032,280 

21,390,720 
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Multipliers  for  pipe  diameters  other  than  given  in  the  above  table. — For 
any  different  sized  pipe,  apply  the  multiplier  to  the  figures  given  in  the  above 
table  for  "one-inch  tubing.'* 

iM-inch  =    2.25                 6-inch  =  25.00  8-inch  =    64.0 

2M-inch  =    6.25             5?^-inch  =31.64  8K-inch  =    68.0 

4>i  inch  =  18.00                 6-inch  =  36.0  9-inch  =    81.0 

4Ji-inch  =21.39             6K-inch  «  39.0  10-inch  «  100.0 

6Jg-inch  =43.9  12-inch  =  144.0 

The  Orifice  Well  Tester, — The  method  just  described  for  ascer- 
taining the  volume  of  gas  flowing  from  a  natural  gas  well  when 
open  to  the  air,  is  a  very  accurate  procedure  for  measuring  large 
wells,  but  it  is  not  practical  in  measuring  small  volumes.  To 
measure  accurately  small  volumes  from  1,000  to  400,000  cu.  ft. 
of  gas  per  day,  such  as  usually  are  given  off  from  the  casingheads 
of  oil  wells  (called  ''casinghead  gas*')>  a  different  kind  of  appa- 
ratus must  be  used. 


Fio.  108.— The  orifice  well  tester. 

An  orifice  prover  could  be  employed  for  this  purpose,  but  an 
orifice  well  tester  is  to  be  preferred.  It  consists  of  a  short  piece 
of  2-in.  pipe  with  threads  on  both  ends  and  with  a  short  3^^-in. 
pipe  nipple  in  the  side  for  connecting  to  a  U-gage.  The  U- 
gage  used  is  the  same  as  shown  in  Fig.  107;  it  is  connected 
to  the  short  3^^-in.  nipple  by  a  piece  of  3'i-iii-  gas  hose  and  the 
pressure  is  taken  by  reading  the  difference  in  inches  between  the 
two  surfaces  of  the  liquid.  For  small  volume  wells,  water  can 
be  used;  for  the  large  ones  it  is  necessary  to  use  mercury. 

When  taking  the  volume  of  a  well,  the  left  end  (Fig.  108)  of 
the  orifice  well  tester  is  screwed  into  the  casinghead.  The  gas 
should  be  allowed  to  blow  out  for  such  a  time  until  its  flow  is 
regular  or  down  to  normal.  When  down  to  normal,  the  proper 
sized  orifice  is  placed  over  the  other  end  of  the  well  tester  and 
held  in  place  by  the  cap.  An  orifice  which  Ls  sufficiently  large  to 
have  a  small  reading  on  the  U-gage  should  be  used,  for  a  large 
pressure  retards  the  flow  from  the  well. 
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By  the  use  of  the  table  given  in  the  Appendix,  page  649,  from  the 
pressure  reading  on  the  U-gage  and  the  specific  gravity  of  the 
gas,  the  volume  in  cu.  ft.  per  24-hour  day  can  be  obtained.    The 
table  is  supplied  with  well  testers  manufactured  by  the  Metric 
Metal  Works,  Erie,  Pa.,  and  is  correct  only  for  orifices  of  that 
make.     The  orifices  are  square-edge  and  cut  through  plate  H""^- 
thick.     In  case  other  manufacturers  furnish  an  orifice  of  different 
design,  a  table  determined  by  calibration  should  be  supplied 
with  the  equipment.     In  case  it  is  desired  to  measure  a  well 
which  creates  a  pressure  behind  the  orifice  not  given  in  the  table, 
the  volume  can  be  ascertained  by  multiplying  the  volume  found 
in  the  table,  by  the  square  root  of  the  pressure  actually  obtained  , 
divided  by  the  square  root  of  the  pressure  found  in  the  tabl^  . 

Example:  Suppose  a  well  has  a  volume  such  that  it  create -« 
7  in.  of  water  on  a  13^^-in.  orifice.  The  specific  gravity  is  1.CZ3. 
What  is  the  daily  volume? 

From  the  table,  under  the  specific  gravity  1.0  and  5.5  in.  ^csf 
water,  there  is  found  83,060.     The  volume  of  the  well  then  i s". 

-^  ^  X  83,060  =  93,600  cu.  ft.  per  day. 

V5.5 

This  method  of  calculation  can  be  explained  by  the  formula  f     ^or 


the  theoretical  velocity  in  feet  per  second  of  flow  of  any  flu^Kzaid 
through  an  orifice,  which  is — 

V  =  y/2gh  =  8.02  Va, 

in  which  h  =  the  **head''  or  height  of  the  fluid  in  feet  requir 
to  produce  the  pressure  of  the  fluid  at  the  level  of  the  orifi< 
(For  gases  the  formula  holds  good  only  for  small  differences 
pressure  on  the  two  sides  of  the  orifice.)     The  quantity  of  fl( 
in  cu.  ft.  per  second  is  equal  to  the  product  of  this  velocity  by  t  .:^=^he 
area  of  the  orifice,  in  square  feet,  multiplied  by  the  coefiicie^^^^ 
of  flow  or  *' efficiency,"  which  takes  into  account  the  contracti   — ^^ 
of  the  vein  or  flowing  stream,  the  friction  of  the  orifice,  etc.     TBfc^ 
'"efficiency"  varies  from  0.56  to  0.79  for  circular  orifices  in  th^''^ 
plates. 

From  this  formula  it  can  be  seen  that  the  velocity  through  tr^^ 
orifice,  and  consequently  the  volume  delivered,  varies  direct  ^y 
as  the  square  root  of  the  pressure  behind  the  orifice  plate  reg^®' 
tered  by  the  U-gage.  ^, 

From  many  oil  wells  the  casinghead  gas  flows  by  "head&^^ 
i.e.j  there  is  a  strong  flow  of  gas  for  a  short  time  and  then  ther^    * 
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kctically  no  flow  for  an  interval  of  time.  In  cases  of  this  kind 
s  necessary  to  take  the  time  between  ''heads"  and  determine 
¥  many  flows  there  are  per  day.  Then,  by  getting  the  average 
assure  on  the  orifice  for  the  period  of  flow  of  each  head,  the 
ume  of  gas  given  off  at  each  flow  can  be  determined.  In 
s  way  a  fair  estimate  of  the  daily  volume  of  the  well  can  be 
ertained. 
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o.  109.— Chart  showing  the  conversion  of  Centigrade  to  Fahrenheit  degrees 

and  Fahrenheit  to  Centigrade  degrees. 
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Table  Showing  the  Degrees  Baum6  at  GO""?,  of  Oils  Having,  at  the  Des- 
ignated   Temperatures,    the    Observed    Degrees   Baum6   Indicated. 

(From  Bureau  of  Standards  Circular  67.) 

[This  table  shows  the  degrees  Bauin6  at  60°F.  of  oils  having,  at  the  designated  tempera- 
tures, the  observed  degrees  Baum6  indicated.  For  example,  if  the  observeadegrees  Baum^ 
are  20.0  at  78*^.,  the  true  degrees  Bauro4  at  60°F.  will  be  10.0.     Intermediate  values  not 

g'iven  in  the  table  may  be  conveniently  interpolated.  For  example,  if  the  observed  desrees 
aum6  are  20.4  at78°F.,  the  true  degrees  Baum^  at  60''F.  will  be  19.4.  The  headings^ Ob- 
served degrees  Baum6"  and  "Observed  temperature"  signify  the  true  indication  of  the 
hydrometer  and  the  true  temperature  of  the  oil — that  is,  the  observed  readings  corrected  if 
necessary,  for  instrumental  errors.] 


Observed  degrees  Baum6 

Observed 

temperature  in 

op 

17.0 

18.0 

19.0 

20.0 

21.0 

ng  degr 

22.7 

22.0 

23.0 

24.0 

25.0 

26.0 

Corr 

espondi 
i  21.7 

ees  Baum6  at  60**F. 

30 

18.6 

19.7 

20.7 

23.7 

;  24.8 

25.8 

26.9 

27.9 

32 

18.6 

1   19  6 

20.6 

2J1.6 

22.6 

23.6 

1  24.7 

25.7 

26.8 

27.8 

34 

18.5 

19.5 

20.5 

21.5 

22.5 

23.5 

24.6 

25.6 

26.7 

27.7 

36 

18.3 

19.4 

20.4 

21.4 

22.4 

23  4 

24.5 

25.5 

26.5 

27.5 

38 

18.2 

19.3 

I   20.3 

21.3 

22.3 

23.3 

24.4 

25.4 

26.4 

27.4 

40 

18.1 

19.1 

20  1 

21.2 

22.2 

23.2 

24.2 

25.2 

26.2 

27.2 

42 

18.0 

19  0 

20.0 

21.1 

22.1 

23.1 

24.1 

25.1 

26.1 

27.1 

44 

17.9 

18.9 

19.9 

20.9 

21.9 

22.9 

23.9 

24.9 

26.0 

27.0 

46 

1   17.8 

18.8 

19.8 

20.8 

21.3 

22.8 

23.8 

24.8 

25.9 

26.0 

48 

17.6 

18.7 

19.7 

20.7 

21.7 

22.7 

23.7 

24.7 

25.8 

26.8 

50 

1   17.5 

1   18.6 

19.6 

20.6 

21.6 

22.6 

23.6 

24.6 

25.6 

26.6 

52 

17.4 

18.5 

19.5 

20.5 

21.5 

22.5 

23.6 

24.5 

25.5 

26.5 

54 

17.3 

18.3 

19.3 

20.3 

21.3 

22.3 

23.3 

24.3 

25.4 

26.4 

56 

17.2 

18.2 

19.2 

20.2 

21.2 

22.2 

23.2 

24.2 

25.3 

26.3 

58 

17.1 

18.1 

19.1 

20.1 

21.1 

22.1 

23.1 

24.1 

25.1 

26.1 

60 

17.0 

18.0 

19.0 

20.0 

21.0 

22.0 

23.0 

24.0 

25.0 

26.0 

62 

17.9 

18.9 

19.9 

20.9 

21.9 

22.9 

23.9 

24.9 

25.9 

64 

.... 

17.8 

18.8 

19.8 

20.8 

21.8 

22.8 

23.8 

24.7 

25.7 

66 

17.7 

18.7 

19.7 

20.7 

21.7 

22.7 

23.7 

24.6 

25.6 

68 

17.6 

18.6 

19.5 

20.5 

21.5 

22.5 

23.5 

24.5 

25.6 

70 

17.5 

18.5 

19.4 

20.4 

21.4 

22.4 

23.4 

24.4 

25.4 

72 

17.4 

18.4 

19.3 

20.3 

21.3 

22.3 

23  3 

24.3 

25.3 

74 

17.2 

18.2 

19.2 

20.2 

21.2 

22.2 

23.2 

24.1 

25.1 

76 

17.2 

18.1 

19.1 

20.1 

21.1 

22.1 

23.1 

24.0 

25.0 

78 

17.1 

18.0 

19.0 

19.9 

20.9 

21.9 

22.9 

23.9 

24.9 

80 

17.9 

18.9 

19.8 

20.8 

21.8 

22.8 

23.8 

24.8 

82 

17.8 

18.8 

19.7 

20.7 

21.7 

22.7 

23.7 

24.7 

84 

17.7 

18.7 

19.6 

20.6 

21.6 

22.6 

23.5 

24.5 

86 

17.6 

18.6 

19.5 

20.5 

21.5 

22.5 

23.4 

24.4 

88 

.... 

17.5 

18.4 

19.4 

20.4 

21.3 

22.3 

23.3 

24.3 

90 

17.3 

18.3 

19  3 

20.3 

21.2 

22.2 

23.2 

24.2 

92 

17.2  ; 

18.2 

19.2 

20.2 

21.1 

22.1 

23.1 

24.1 

94 

17.1 

18.1 

19.1 

20.1 

21.0 

22.0 

23.0 

24.0 

96 

17.0 

18.0 

19.0 

20.0 

20.9 

21.9 

22.8 

23.8 

98 

.... 

.... 

17.9  1 

18.8 

19.8 

20.8 

21.8 

22.7   1 

23.7 

100             ! 

1 

17.8 

18  7 

19.7 

20.7 

21.7 

22.6 

23.6 

102 

17.7 

18.6 

19.6 

20.6 

21.5 

22  5 

23.5 

104 

17.6 

18.5 

19.5 

20.4 

21.4 

22.4 

23.4 

106 

17  5 

18.4 

19.4 

20.3 

21.3  ! 

22  3 

23.3 

108 

.... 

17.3   , 

18.2 

19.2 

20.2 

21.2 

22.2 

23.1 

110 

. 

17.2 

18.1 

19.1 

20.1 

21.1 

22.0 

23.0 

112 

17.1 

18.0 

19.0  ' 

20.0 

21.0 

21.9 

22  9 

lU 

17.0 

17.9   ; 

18.9  1 

19.9 

20.9 

21.8 

22   8 

116 

....    < 

17.8   1 

18.8   ' 

19.8 

20.8 

21.7 

22.7 

118 

.... 

.... 

.... 

17.7   , 

18.7 

19.6 

20.6 

21.5 

22.5 

120 

.... 

.... 

.... 

.... 

17.6 

18.6 

19.5 

20.5 

1 

21.4 

22.4 
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Observed 
temperature  in 


27.0 


29.0 


Observed  degrees  Baum6 
32.0 


31.0 


33.0 


34.0      35.0 


Corresponding  degrees  Baum6  at  60*^. 


36.0 


30 

29.0 

30.0 

31.0 

i  32.0 

33.1 

34.1 

35.2 

36.2 

37.3 

38.3 

32 

28.8 

29.8 

30.9 

i  31.9 

33.0 

34.0 

35.0 

36.0 

37.1 

38.1 

34 

28.7 

29.7 

30.8 

31.8 

32.8 

33.8 

34.8 

35.8 

36.9 

38.0 

36 

28.5 

29.5 

30.6 

31.6 

32.7 

33.7 

34.7 

35.7 

36.8 

37.8 

38 

28.4 

29.4 

30.5 

31.5 

32.5 

33.5 

34.5 

35.5 

36.6 

37.7 

40 

28.3 

29.3 

30.4 

31.4 

32.4 

33.4 

34.4 

35.4 

36.5 

37.5 

42 

28.2 

29.2 

30.2 

31.2 

32.2 

33.2 

34.3 

35.3 

36.3 

37.3 

44 

28.1 

29.1 

30.1 

31.1 

32.1 

33.1 

34.2 

35.2 

36.2 

37.2 

46 

27.9 

28.9 

29.9 

30.9 

31.9 

32.9 

34.0 

35.0 

36.1 

37.1 

48 

27.8 

28.8 

29.8 

30.8 

31.8 

32.8 

33.9 

34.9 

35.9 

36.9 

50 

27.6 

28.6 

29.7 

30.7 

31.7 

32.7 

33.7 

34.7 

35.7 

36.7 

52 

27.6 

28.5 

29.6 

30.6 

31.6 

32.6 

33.6 

34.6 

35.6 

36.6 

54 

27.4 

28.4 

29.4 

30.4 

31.4 

32.4 

33.4 

34.4 
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83.2 

84.2 

85.1 

86.1 

87.0 

88.0 

88.9 

89.8 

90.8 

91.8 

84 

82.9 

83.8 

84.7 

85.7 

86.6 

87.6 

88.5 

89.4 

90.4 

91.4 

86 

82.6 

83.5 

84.4 

85.4 

86.3 

87  3 

88.2 

89.1 

90.0 

91.0 

88 

82.3 

83.2 

84.1 

85.1 

86.0 

87.0 

87.9 

88.8 

89.7 

90.7 

90 

82.0 

82.9 

83.8 

84.8 

85.7 

86.6 

87.5 

88.4 

89.3 

90.3 

92 

81.7 

82.6 

83.5 

84.4 

85.3 

86.2 

87.1 

88.1 

89  0 

90.0 

94 

81.3 

82.2 

83.1 

84.1 

85.0 

85.9 

86.8 

87.7 

88.6 

89.6 

96 

81.0 

81.9 

82.8 

83.7 

84.6 

85.6 

86.5 

87.4 

88.3 

89.3 

98 

80.7 

81.6 

82.5 

83.4 

91.3 

85.2 

86.1 

87.0 

88.0 

89.0 

100 

80  4 

81.3 

82.2 

83.1 

84.0 

84.9 

85.8 

86.7 

87.6 

88.6 

102 

80.1 

t 

81.0 

81.9 

82.8 

83.7 

84.6 

85.5 

86.4 

87.3 

88.3 

104 

79.7 

80.6 

81.5 

82.5 

83.4 

84.3 

85.2 

86.1 

87.0 

87.9 

106 

79.4 

80.3 

81.2 

82.1 

83.0 

83.9 

84.8 

85.7 

86.6 

87.6 

108 

79.1 

80.0 

80.9 

81.8 

82.7 

83  6 

84.5 

85.4 

86.3 

87.2 

110 

78.8 

79.7 

80.6 

81.5 

82.4 

83.3 

84.2 

85.1 

86.0 

86.9 

112 

78.5 

79.4 

80.3 

81.2 

82.1 

83.0 

83.8 

84.7 

85.6 

86.6 

114 

78.2 

79.1 

80.0 

80.9 

81.7 

82.6 

83.5 

84.4 

85.3 

86.2 

116 

77.9 

78.8 

79.7 

80.6 

81.4 

82.3 

83.2 

84.1 

85.0 

85.9 

118 

77.5 

78.4 

79.3 

80.2 

81.1 

82.0 

82.8 

83.7 

84.6 

85.6 

120 

77.2 

78.1 

79.0 

79.9 

80.8 

81.7 

82.5 

83.4 

84.3 

85.2 
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APPENDIX 


Degrees  Baum6,  Pounds  Per  Gallon,  and  Gallons  per  Pound,  Correspond- 
ing to  the  Various  Specific  Gravities  Designated.     (From  Bureau  of 

Standards  Circular  67.) 


Specific 
gravity  at 
60«'/60*»F. 

Degrees 
Baum6 

Pounds 

per 
gallon 

Gallons 

per 
pound 

Specific 
gravity  at 
60°/60'»F. 

Degrees 
Baum6 

Pounds 

per 
gallon 

Gallons 

per 
pound 

0.600 

1 

1   103.33 

4.993 

0.2003 

0.650 

85.38 

5.410 

0.1848 

0.601 

;   102.94 

5.001 

0.1099 

0.651 

85.05 

6.418 

0.1846 

0.602 

102.56 

5.010 

0.1996 

0.652 

84.72 

5.426 

0.1843 

0.603 

;   102.17 

5.018 

0.1993 

0.653 

84.40 

5.435 

0.1840 

0.604 

1   101.79 

5.026 

0.1990 

0.664 

84.07 

6.443 

0.1837 

0.605 

■    101.40 

5.035 

0.1986 

0.655 

83.74 

5.452 

0.1834 

0.606 

:   101.02 

5.043 

0.1983 

0.656 

83.42 

5.460 

0.1832 

0.607 

100.64 

5.051 

0.1980 

0.657 

83.00 

5.468 

0.1820 

0.608 

100.26 

5.060 

0.1976 

0.658 

82.77 

5.476 

0.1826 

0.609 

99.88 

5.068 

0.1973 

0.659 

82.44 

6.485 

0.1823 

0.610 

99.51 

5.076 

0.1970 

0.660 

82.12 

5.403 

0.1820 

0.611 

99.13 

5.084 

0.1967 

0.661 
0.662 

81.80 

5.502 

0.1818 

0.612 

98.76 

5.093 

0.1963 

81.48 

5.510 

0.1815 

0.613 

98.38 

5.101 

0.1960 

0.663 

81.16 

5.518 

0.1812 

0.614 

98.01 

5.110 

0.1957 

0.664 

80.84 

5.526 

0.1810 

0.615 

97.64 

5.118 

0.1954 

0.665 

80.53 

5.535 

0.1807 

0.616 

97.27 

5.126 

0.1951 

0.666 

80.21 

5.543 

0.1804 

0.617 

96.90 

5.135 

0  1948 

0.667 

70.00 

5.552 

0.1801 

0.618 

96.54 

5.143 

0.1944 

0.668 

70.58 

5.560 

0.1799 

0.619 

96.17 

5.151 

0.1041 

0.669 

70.27 

5.568 

0.1796 

0.620 

95.81 

5.160 

0 . 1938 

0.670 

78.06 

5.577 

0.1703 

0.621 

95.44 

5.168 

0.1935 

0.671 

78.64 

5.586 

0.1790 

0.622 

95.08 

5.176 

0.1932 

0.672 

78.33 

5.503 

0.1788 

0.623 

94.72 

5.185 

0.1929 

0.673 

78.02 

6.602 

0.1785 

0.624 

94.36 

5.193 

0.1926 

0.674 

77.72 

5.610 

0.1782 

0.625 

94.00 

5.201 

0.1923 

0.675 

77.41 

5.618 

0.1780 

0.626 

93.64 

5.210 

0.1920 

0.676 

77.10 

5.627 

0.1777 

0.627 

93.28 

5.218 

0.1916 

0.677 

76.80 

5.635 

0.1775 

0.628 

92.93 

5.226 

0.1913 

0.678 

76.40 

5.643 

0.1772 

0.629 

92.58 

5.235 

0.1910 

0.679 

76.10 

5.652 

0.1769 

0.630 

92.22 

5.243 

0.1907 

0.680 

75.88 

5.660 

0.1767 

0.631 

91.87 

5.251 

0.1904 

0.681 

75.58 

5.668 

0.1764 

0.632 

91  52 

5.260 

0.1901 

0.682 

75  28 

6.677 

0.1762 

0.633 

91.17 

5.268 

0 . 1898 

0.683 

74.08 

5.685 

0.1759 

0.634 

90.82 

5.276 

0.1895 

0.684 

74.68 

5.603 

0.1756 

0.635 

90.47 

5.285 

0 . 1892 

0.685 

74.38 

6.702 

0.1754 

0  636 

90   13 

5.293 

0.1889 

0.686 

74.08 

5.710 

0.1761 

0  637 

89.78 

5.301 

0.1886 

0.687 

73.78     , 

5.718 

0 . 1749 

0  638 

89.44 

5.310 

0.1883 

0.688 

73.40 

5.727 

0,1746 

0 .  639 

89.09 

5.318 

0.1880 

0.689 

73.10 

5.736 

0.1744 

0.640 

88.75 

5.326 

0.1877 

0.690 

72.00 

5.743     ' 

0.1741 

0.641 

88.41 

5.335 

0.1874 

0.691 

72.60 

5.752 

0.1739 

0.642 

88.07 

5.343 

0.1872 

0.692 

72.31 

5.760 

0.1736 

0.643 

87.73 

5.351 

0 . 1869 

0.693     1 

72.02 

6.768 

0.1734 

0.644 

87.39 

5.360 

0.1866 

0.694     1 

71.73 

5.777 

0.1731 

0.645 

87.05     ' 

5.368 

0.1863 

0.695 

71.44 

5.785 

0.1729 

0.646 

SO.  72 

5.376 

0.1860 

0.696     : 

71   16 

5.703 

0  1726 

0.647       1 

86.38 

5.385 

0.1857 

0.697 

70.86 

5.802 

0.1724 

0.648       1 

86.05 

5.393 

0 . 1854 

0.698 

70.57 

5.810 

0.1721 

'  0 . 649 

85.72 

5.402     1 

0.1851 

0.699 

70  20 

1 

5.818 

iJ.1719 

Dbgribs  BadhA,  PonNDB  fbr  Gallow,  and  Galixims  per  PonMD,  Cokre- 

BPOKDINO 

TO  TKB  Various  Specific 

HpcFific 

Dfgrwi 

Pound. 

G.Uon. 

3p««flt 

D=,r«, 

Pound. 

Gilloni. 

S?3K' 

X. 

l>i^nd 

0  7S0 

B»u[n« 

giuon 

po^^d 

0.700 

70.00 

6  827 

0  17^6 

56  67 

6  24* 

0  1002 

ee  72 

G^SSR 

50.42 

6  262 

o:iboo 

it'.Taa 

0  1711 

0:7S2 

66.17 

0.703 

es^iG 

0  7B3 

65  02 

6,209 

0  1  SOS 

O.TM 

esse 

S  880 

0    1700 

6  277 

0  1893 

0  TOS 

88  6S 

B  808 

0.75,1 

55  43 

o.Toe 

88.30 

0  294 

o:is80 

88.02 

S  88.^ 

0:i6fi9 

0:757 

0  1SS7 

O^TOS 

0  758 

0.1586 

0.700 

67  48 

5:»02 

0  1694 

H  *6 

0  310 

0  1583 

0.760 

0,1580 

oItii 

se^ei 

5  BI8 

63.97 

a  712 

60  03 

5,927 

S3  73 

0:i576 

0  TtS 

H  3G 

5  635 

0  168S 

0.157* 

0.714 

80.08 

5.044 

0  764 

53.25 

0  360 

0.715 

Sfi  SO 

5.052 

0.1570 

0   1078 

0  788 

o!71T 

OS  26 

52  53 

0  380 

0  718 

0.394 

0,1564 

64  72 

5:885 

0.1871 

0  780 

52:00 

0.1562 

O.TZD 

51  82 

6  410 

0.721 

6:002 

'    o:i66n 

0  1^ 

0  723 

0.T23 

B3  64 

01082 

0  773 

SI   11 

0.724 

63  3 

6  027 

6  44* 

0    1552 

0  7ZH 

0  77B 

fiO  *1 

0.727 

62.  S7 

6  052 

6,409 

0,7JS 

0  [0.W 

0  778 

0.1544 

0.770 

40.72 

0.730 

61  78 

0.494 

0,731 

6:085 

0  1043 

0:i53S 

0  732 

61  26 

0  7K2 

49  03 

0  733 

81  00 

0  783 

43,80 

0.734 

60,7* 

6  110 

0.S27 

0,1532 

0  73S 

00.48 

6  tlB 

,     0   1B.T4 

0  785 

48  34 

0,536 

0  1530 

0  730 

60.22 

0  780 

48.12 

0.737 

GO  96 

0,787 

0.652 

0  1528 

0  738 

60  70 

;   0  1028 

0.152* 

0.739 

GO, 4* 

a:  152 

1     0.1B2B 

0  780 

47*4 

0.S80 

0  1532 

0.740 

GO,  IS 

0  790 

47  22 

0,7*1 

6:  OB 

0  SSfl 

0:i5l8 

58.03 

8    77 

0    010 

0,1517 

0  793 

4b:'54 

0:744 

GS:i7 

0:  0* 

46  32 

0  Oil 

0  74S 

57  02 

6,202 

0  1012 

0.703 

46  10 

0  ISU 

45   88 

0.1500 

0  747 

fi7,42 

a:ieos 

o:7B7 

*S   60 

0  748 

S7  17 

6  227 

0  leofl 

0.1506 

56  02 

a  235 

0.1604 

0.700 

*S  22 

6  652 

0  1S03 
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APPENDIX 


Degrees  Baum£,  Pounds  per  Gallon,  and  Gallons  per  Pound,  Cobbs- 

SPONDING   TO  THE   VARIOUS   SPECIFIC   GrAVITIBS   DbSIQNATED    (Cofl/iniMd) 


Specific 
gravity  at 
60V60*F. 

1 

Degrees 
Baum6 

Pounds 

per 
gallon 

i 

Gallons 

per 
pound 

Specific   1 
gravity  at, 
60V66«P. 

( 

Degrees 
Bauin6 

Pounds 

per 
gallon 

GaUoDB 

per 
pound 

1 

0.800 

1 
45.00 

6.661 

0.1601 

0.860 

34.71 

7.078 

0.1413 

0.801 

44.78 

6.669 

0.1600 

0.861 

34.61 

7.086 

0.1411 

0.802 

44.56 

6.677 

0.1498 

0.852 

34.32 

7.094 

0.1410 

0.803 

44.35 

6.686 

0.1496 

0.863 

34.13 

7.103 

0.1408 

0.804 

44.13 

6.694 

0.1494 

0.864 

33.93 

7.111 

0.1406 

0.805 

43.91 

6.702 

0.1492 

0.866 

83.74 

7.119 

0.1405 

0.806 

43.70 

6.711 

0.1490 

0.866 

33.66 

7.128 

0.1403 

0.807 

43.48 

6.719 

0.1488 

0.867 

33.86 

7.136 

0.1401 

0.808 

43.27 

6.727 

0.1486 

0.868 

33.17 

7.144 

0.1400 

0.800 

43.05 

6.736 

1 

0.1485 

0.860 

32.98 

7.163 

0.1398 

0.810 

42.84 

6.744 

0.1483 

0.860 

32.79 

7.161 

0.1396 

0.811 

42.63 

6.752 

0.1481 

0.861 

32.60 

7.109 

0.1395 

0.812 

42.41 

6.761 

0.1479 

0.862 

32.41 

7.178 

0.1393 

0.813 

42.20 

6.769 

0.1477 

0.863 

32.22 

7.186 

0.1392 

0.814 

41.99 

6.777 

0.1476 

0.864 

32.04     1 

7.194 

0.1390 

0.816 

41.78 

6.786 

0.1474 

0.865 

31.86     1 

7.203 

0.1388 

0.816 

41.67 

6.794 

0.1472 

0.866 

31.66 

7.211 

0.1387 

0.817 

41.36 

6.802 

0.1470 

0.867 

31.48 

7.219 

0.1385 

0.818 

41.15 

6.811 

0.1468 

0.868 

31.29 

7.228 

0.1384 

0.819 

40.94 

6.819 

0.1466 

0.869 

31.10 

7.236 

0.1382 

0.820 

40.73 

6.827 

0.1466 

0.870 

30.92 

7.244 

0.1380 

0.821 

40.52 

6.836 

0.1463 

0.871 

30.74 

7.263 

0.1879 

0.822 

40.32 

1     6.844 

0.1461 

0.872 

30.66 

7.261 

0.1877 

0.823 

40.11 

'     6.862 

0.1459 

0.873 

30.37 

7.269 

0.1376 

0.824 

39.90 

6.861 

0.1458 

0.874 

30.18 

7.278 

0  1374 

0.825 

39.70 

;     6.869 

0.1456 

0.875 

30.00 

7.286 

0.1372 

0.826 

39.49 

6.877 

0.1454 

0.876 

29.82 

7.294 

0.1371 

0.827 

39.29 

6.886 

0.1452 

0.877 

29.64 

7.303 

0.1309 

0.828 

39.08 

6.894 

0.1450 

0.878 

29.46 

7.311 

0.1368 

0.829 

j     38.88 

1     6.902 

0.1449 

0.879 

29.27 

7.319 

0.1366 

0.830 

38 .  68 

6.911 

0.1447 

0.880 

29.09 

;     7.328 

0.1365 

0.831 

1     38.47 

6.919 

0.1446 

0.881 

28.91 

1     7.336 

0.1363 

0.832 

38.27 

6.927 

0.1444 

0.882 

28.73 

7.344 

0.1362 

0.833 

38.07 

6.936 

0.1442 

0.883 

28.56 

7.363 

0.1360 

0.834 

1     37.87 

6.944 

0.1440 

0.884 

28.37 

7.361 

0.1358 

0.835 

i     37.66 

i     6.952 

0.1438 

0.885 

28.19 

7.369 

0.1357 

0.836 

37.46 

6.961 

0.1437 

0.886 

28.01 

7.378 

0.1355 

0.837 

37.26 

6.969 

0.1435 

0.887 

27.84 

7.386 

0.1354 

0.838 

37.06 

6.978 

0.1433 

0.888 

27.66 

7.394 

0.1352 

0.839 

36.87 

6.986 

1 

0.1432 

0.889 

27.48 

1     7.403 

0.1351 

0.840 

36.67 

6.994 

0.1430 

0.890 

27.30 

7.411 

0.1349 

0.841 

36.47 

7.002 

0.1428 

0.891 

27.13 

7.419 

0.1348 

0.842 

36.27 

7.011 

0.1426 

0.892 

26.95 

7.428 

0.1346 

0.843 

36.07 

1     7.019 

0.1425 

0.893 

26.78 

7.436 

0.1345 

0.844 

i     35.88 

;     7.028 

0.1423 

0.894 

26.60 

7.444 

0.1343 

0.845 

35.68 

7.036 

0.1421 

0.895 

26.42 

7.463 

0.1342 

0.846 

35.48 

7.044 

0.1420 

0.896 

i     26.25 

7.461 

0.1340 

0.847 

35.29 

7.052 

i     0.1418 

0.897 

26.08 

7.469 

0.1339 

0.848 

35.09 

7.061 

1     0.1416 

0.898 

25.90 

7.478 

0.1337 

0.849 

34.90 

1 

7.069 

I     0.1415 

0.899 

1     25.73 

1 

7.486 

0.1336 

Dbqrbss  BahuI,  Foitnds  pbk  Gallon,  and  Gallons  per  Pound,  Corhe- 
SPONDINQ  TO  TH£  VARIOUS  SPECIFIC  GRAVITIES  Designated  iConHnued) 


SpcciGo 

Dfgteei 
B.uniS 

PouadB 

CbUoo 

Speoflic 

D.  ,.a 

Pound. 

OUOTU 

K'to* 

gilbn 

--"" 

6o'v6%" 

utlmT 

g5iop 

p.-rJd 

0.900 

JS.S6 

7-494 

0.  334 

0,960 

7.37 

7.011 

0.1204 

2B.3S 

7. 603 

7.21 

7.030 

a'.wa 

7.06 

7  028 

as:©* 

0:   330 

0:9S3 

7,937 

oiWM 

24.87 

T.83S 

6:7s 

7.04B 

0.1269 

0.1327 

0  ess 

o:906 

34:S2 

7:644 

0.133B 

0.066 

18:44 

7:962 

0:i35B 

24.30 

7,970 

0.126S 

o.w» 

34:02 

7.669 

0:i32I 

0:059 

i5:o8 

7: 987 

o:i2S3 

0.1351 

OiBil 

23:68 

0:i318 

0:9B1 

a:oo3 

0  8ia 

23.  Bl 

7:604 

0  963 

5:S3 

8.013 

0.063 

0:1347 

o.vu 

23:17 

7:011 

o:i3l4 

0.BB4 

5  23 

8:038 

0.085 

0.1214 

22.8* 

7:828 

0,066 

22.67 

7,639 

O:i310 

0.067 

8.053 

o;ei8 

22, CI 

0,968 

0.960 

0.1239 

0,820 

32,17 

7,661 

0,1305 

0.070 

14-33 

8.078 

0 . 1238 

0.021 

0.971 

8,087 

0.1335 

3i:a8 

7:686 

0:i301 

3:103 

o:9M 

21,52 

7,695 

0:974 

13:74 

8.112 

0.1233 

21, 3E 

7,703 

3.69 

0.1232 

21.10 

7. 711 

0:i29T 

o:076 

3.44 

8:i3a 

o:02T 

31,02 

8,137 

20.80 

0.1228 

o!029 

20,70 

7:736 

0:i293 

0:979 

3:00 
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0,1227 
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20:3R 
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7,761 
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20,05 

0,08 

8.187 
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0:i320 

0.93S 

19.73 

7,786 

0,1384 

o.osn 

13.13 

8.203 
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0,986 

0:i318 

1B:41 

0  987 
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o:i38o 
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1  :7o 

8:238 

0:939 
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8,237 

0  000 

11  41 

0.  213 

'  o:b4i 

:78 

7:836 
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O.Ofll 

11.37 

8:263 

0.942 

,83 

0,1376 

0,902 

0:  aio 
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10:90 

0.  300 

0.9« 

:30 

7: 881 

o:i27a 

0.994 
0.006 

10,84 

8:278 

0.  307 

0.948 

0.0D6 

10: 96 

8:205 

0.«B 

17:90 

7:878 

0.9D7 

10.43 

8.303 

0.947 

17,84 

7,886 

0:i36S 

0.098 

10.28 

0.    203 

0,948 

17,88 

7.895 

0.990 

0,  202 

0.H9 

17,83 

7,B03 

o:i26.s 

10:00 

8:328 

specific  Gravities,  PoundB  per  Gallon,  and  Galloas  per  Pound,  Corrmpond- 

ing  to  the  Various  Degrees  Baumf  Designated.     (From  Boiean  oi 

Standards  Circular  A7.J 
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0.  : 
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0    : 
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• 

Specific 

Pounda 

Gallons 

Degrees 

Specific 

Pounds 

Gallons 

6 

gravity  at 

per 
gallon 

per 
pound 

Baum^ 

!  gravity  at 
60V60"F. 

per 
gallon 

per 
pound 

0.9211 

7.670 

0.1304 

29.0 

0.8805 

7.332 

0.1364 

0.9204 

7.665 

0.1305 

29.1 

0.8799 

7.328 

0.1365 

0.9198 

7.660 

0.1305 

29.2 

0.8794 

7.323 

0.1366 

0.9192 

7.655 

0.1306 

29.3 

0.8788 

7.318 

0.1366 

0.9186 

7.650 

0.1307 

29.4 

0.8783 

7.314 

0.1367 

0.9180 

7.645 

0.1308 

29.5 

0.8777 

7.309 

0.1368 

0.9174 

7.640 

0.1309 

29.6 

0.8772 

7.305 

0.1369 

0.9168 

7.635 

0.1310 

29.7 

0.8766 

7.300 

0.1370 

0.9162 

7.630 

0.1311 

29.8 

0.8761 

7.295 

0.1371 

0.9156 

7.625 

0.1312 

29.9 

0.8755 

7.291 

0.1372 

0.9160 

7.620 

0.1313 

30.0 

0.8760 

7.286 

0.1373 

0.9144 

7.615 

0.1313 

30.1 

0.8745 

7.282 

0.1373 

0.9138 

7.610 

0.1314 

30.2 

0.8739 

7.277 

0.1374 

0.9132 

7.605 

0.1316 

30.3 

0.8734 

7.273 

0.1376 

0.9126^ 

7.600 

0.1316 

30.4 

0.8728 

7.268 

0.1376 

0.9121 

7.595 

0.1317 

30.6 

0.8723 

7.264 

0.1377 

0.9115 

7.590 

0.1318 

30.6 

0.8717 

7.259 

0.1378 

0.9109 

7.585 

0.1318 

30.7 

0.8712 

7.254 

0.1379 

0.9103 

7.580 

0.1319 

30.8 

0.8706 

7.249 

0.1379 

0.9097 

7.575 

0.1320 

30.9 

0.8701 

7.245 

0.1380 

0.9091 

7.570 

0.1321 

31.0 

0.8696 

7.241 

0.1381 

0.9085 

7.565 

0.1322 

31.1 

0.8690 

7.236 

0.1382 

0.9079 

7.561 

0.1323 

31.2 

0.8685 

7.232 

0.1383 

0.9073 

7.566 

0.1323 

31.3 

0.8679 

7.227 

0.1384 

0.9067 

7.551  . 

0.1324 

31.4 

0.8674 

7.223 

001384 

0.9061 

7.546 

0.1325 

31.6 

0.8669 

7.218 

0.1385 

. 

0.9056 

7.641 

0.1326 

31.6 

0.8663 

7.214 

0.1386 

0.9050 

7.536 

0.1327 

31.7 

0.8658 

7.210 

0.1387 

0.0944 

7.531 

0.1328 

31.8 

0.8653 

7.206 

0.1388 

0.9038 

7.526 

0.1329 

31.9 

0.8647 

7.201 

0.1389 

0.9032 

7.522 

0 . 1330 

32.0 

0.8642 

7.196 

0.1390 

0.9026 

7.517 

0.1330 

32.1 

0.8637 

7.192 

0.1390 

0.9021 

7.612 

0.1331 

32.2 

0.8631 

7.187 

0.1391 

0.9015 

7.507 

0 . 1332 

32.3 

0.8626 

7.183 

0.1392 

0.9009 

7.602 

0 . 1333 

32.4 

0.8621 

7.178 

0.1393 

0.0003 

7.497 

0.1334 

32.5 

0.8615 

7.173 

0.1394 

0.8997 

7.493 

0.1335 

32.6 

0.8610 

7.169 

0.1396 

0.8992 

7.588 

0 . 1335 

32.7 

0.8605 

7.165 

0.1396 

0.8986 

7.488 

0.1336 

32.8 

0.8600 

7.161 

0.1396 

0.8980 

7.478 

0.1337 

32.9 

0.8594 

7.156 

0.1397 

0.8974 

7.473 

0.1338 

33.0 

0.8589 

7.152 

0.1398 

0.8969 

7.469 

0.1339 

33.1 

0.8584 

7.147 

0.1399 

0.8963 

7.464 

0.1340 

1   33.2 

0.8578 

7.143 

0.1400 

0.8957 

7.459 

0.1341 

33.3 

0.8573 

7.139 

0.1401 

0.8951 

7.464 

0.1342 

33.4 

0.8568 

7.134 

0.1402 

, 

0.8946 

7.449 

0.1342 

33.5 

0.8563 

7.130 

0.1403 

1 

0.8940 

7.445 

0.1343 

33.6 

0.8557 

7.125 

0.1403 

0.8934 

7.440 

0.1344 

33.7 

0.8552 

7.121 

0.1404 

, 

0.8929 

7.435 

0.1346 

33.8 

0.8547 

7.117 

0.1405 

1 

0.8923 

7.430 

0.1346 

33.9 

0.8542 

7.113 

0.1406 

1 

0.8917 

7.425 

0.1347 

34.0 

0.8537 

7.108 

0.1407 

0.8912 

7.421 

0.1348 

34.1 

0.8531 

7.104 

0.1408 

t 

0.8906 

7.416 

0.1348 

1   34.2 

0.8526 

7.100 

0.1408 

r 

0.8900 

7.411 

0.1349 

34.3 

0.8521 

7.095 

0.1409 

0.8895 

7.407 

0.1360 

34.4 

0.8516 

7.091 

0.1410 

i 

0.8889 

7.402 

0.1351 

34.5 

0.8511 

7.087 

0.1411 

1 

0.8883 

7.397 

0.1352 

34.6 

0.8506 

7.082 

0.1412 

0.8878 

7.393 

0.1353 

34.7 

0.8600 

7.078 

0.1413 

, 

0.8872 

7.388 

0.1364 

34.8 

0.8495 

7.074 

0.1414 

0.8866 

7.383 

0.1354 

34.9 

0.8490 

7.069 

0.1415 

1 

0.8861 

7.378 

0.1355 

35.0 

0.8485 

7.065 

0.1415 

0.8855 

7.374 

0.1356 

35.1 

0.8480 

7.061 

0.1416 

1 

0.8850 

7.369 

0 . 1357 

35.2 

0.8475 

7.067 

0.1417 

, 

0.8844 

7.365 

0.1368 

35.3 

0  8469 

7.052 

0.1418 

0.8838 

7.360 

0.1369 

35.4 

0.8464 

7.048 

0.1419 

( 

0.8833 

7.365 

0.1360 

35.5 

0.8469 

7.044 

0.1420 

1 

0.8827 

7.351 

0.1360 

35.6 

0.8454 

7.039 

0.1421 

* 

0.8822 

7.346 

0.1861 

as. 7 

0.8449 

7.035 

0.1421 

1 
1 

0.8816. 

7.341 

o.ia«2 

15.A 

0.8444 

7.031 

0.1422 

1 

0.8811 

7.337 

O.ISM 

A^AM 

7.027 

0.1423 
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Degrees 

Specific 

Pounds 

GaUons 

Degrees 

Specific 

Pounds 

O^ltftWf 

Bauni6 

gravity  at 

per 
gallon 

per 
pound 

0.1424 

Baum6 

1 

gravity  at 

dcr/eo^p. 

per 
gallon 

per 
pound 

86.0 

0.8434 

7.022 

43.0 

0.8002 

6.738 

0.1484 

36.1 

0.8429 

7.018 

0.1425     , 

43.1 

0.8088 

6.734 

0.1485 

36.2 

0.8424 

7.014 

0.1426     i 

43.2 

0.8083 

6.730 

0.1486 

36.3 

0.8419 

7.010 

0.1427 

43.3 

0.8078 

6.726 

0.1487 

36.4 

0.8413 

7.006 

0.1427 

1      43.4 

0.8074 

6.722 

0.1488 

36.5 

0.8408 

7.001 

0.1428 

!      43.5 

0.8060 

6.718 

0.1480 

36.6 

0.8403 

6.997 

0.1420 

43.6 

0.8065 

6.715 

0.1480 

36.7 

0.8398 

6.993 

0.1430 

43.7 

0.8060 

6.711 

0.1400 

36.8 

0.8393 

6.980 

0.1431 

43.8 

0.8055 

6.707 

0.1401 

36.9 

0.8388 

6.985 

0.1432     . 

43.9 

0.8051 

6.703 

0.1402 

37.0 

0.8383 

6.980 

0.1433     , 

i      44.0 

0.8046 

6.600 

0.1403 

37.1 

0.8378 

6.976 

0.1433 

1      44.1 

0.8041 

6.005 

0.1404 

37.2 

0.8373 

6.972 

0.1434     : 

44.2 

0.8037 

6.001 

0.1405 

37.3 

0.8368 

6.968 

0.1435 

i      44.3 

0.8032 

6.688 

0.1495 

37.4 

0.8363 

6.964 

0.1436     : 

•      44.4 

0.8028 

6.684 

0.1406 

37.5 

0.8358 

6.960 

0 . 1437 

44.5 

0.8023 

6.680 

0.1407 

37.6 

0.8353 

6.955 

0.1438 

44.6 

0.8018 

6.676 

0.1408 

37.7 

0.8348 

6.951 

0.1430     , 

1      44.7 

0.8014 

6.672 

0.1400 

37.8 

0.8343 

6.947 

0.1430     ; 

:      44.8 

0.8000 

6.668 

0.1500 

37.9 

0.8338 

6.943 

0.1440 

1      44.9 

0.8005 

6.665 

0.1500 

38.0 

0.8333 

6.030 

0.1441 

45.0 

0.8000 

6.661 

0.1501 

38.1 

0.8328 

6.935 

0.1442 

45.1 

0.7005 

6.657 

0.1502 

38.2 

0.8323 

6.930 

0.1443 

;      45.2 

0.7001 

6.653 

0.1503 

38.3 

0.8318 

6.926 

0.1444 

45.3 

0.7086 

6.640 

0.1504 

38.4 

0.8314 

6.922 

0.1445 

45.4 

0.7082 

6.646 

0.1505 

38.5 

0.8309 

6.918 

0.1446 

45.5 

0.7077 

6.642 

0.1506 

38.6 

0.8304 

6.914 

0.1446 

45.6 

0.7073 

6.638 

0.1506 

38.7 

0.8299 

6.910 

0.1447     I 

45.7 

0.7068 

6.634 

0.1507 

38.8 

0.8294 

6.006 

0.1448 

,      45.8 

0.7064 

6.630 

0.1508 

38.9 

0.8289 

6.002 

0.1440 

I      45.9 

0.7050 

6.627 

0.1500 

39.0 

0.8284 

6.898 

0.1450 

46.0 

0.7055 

6.623 

0.1510 

39.1 

0.8279 

6.894 

0.1451 

46.1 

0.7050 

6.610 

0.1511 

39.2 

0.8274 

6.880 

0.1452 

46.2 

0.7046 

6.615 

0.1512 

39.3 

0.8269 

6.885 

0.1452 

46.3 

0.7041 

6.612 

0.1512 

39.4 

0.8264 

6.881 

0 . 1453 

46.4 

0.7037 

6.608 

0.1513 

39  5 

0.8260 

6.877 

0.1454 

46.5 

1     0.7032 

6.604 

0.1514 

39.6 

0.8255 

6.873 

0 . 1455 

46.6 

0.7028 

6.600 

0.1515 

39.7 

0.8250 

6.869 

0.1456 

46.7 

0.7023 

6.607 

0.1516 

39.8 

0.8245 

6.865 

0  1457 

46.8 

0.7010 

6.503 

0.1517 

39.9 

0.8240 

6.861 

0.1458 

46.9 

0.7014 

6.580 

0.1518 

40.0 

0.8235 

6.857 

0.1459 

47.0 

0.7010 

6.586 

0.1618 

40.1 

0.8230 

6.853 

0.1459 

1      47.1 

0.7005 

6.582 

0.1510 

40.2 

0.8226 

6.849 

0.1460 

47.2 

0.7001 

6.578 

0.1620 

40.3 

0.8221 

6.845 

0.1461 

47.3 

0.7806 

6.574 

0.1521 

40.4 

0.8216 

6.841 

0.1462 

47.4 

0.7802 

6.571 

0.1522 

40.5 

0.8211 

6.837 

0.1463 

47.5 

0.7887 

6.567 

0.1523 

40.6 

0.8206 

6.833 

0.1463 

47.6 

0.7883 

6.563 

0.1524 

40.7 

0.8202 

6.829 

0.1464     i 

47.7 

0.7878 

6.560 

0.1524 

40.8 

0.8197 

6.825 

0.1465 

47.8 

0.7874 

6.556 

0.1625 

40.9 

0.8192 

6.821 

0.1466     ' 

47.0 

0.7870 

6.552 

0.1626 

41.0 

0.8187 

6.817 

0.1467 

48.0 

0.7865 

6.548 

0.1527 

41.1 

0.8182 

6.813 

0.1468 

48.1 

0.7861 

6.545 

0.1528 

41.2 

0.8178 

6.809 

0.1469 

48.2 

0.7856 

6.541 

0.1530 

41.3 

0.8173 

6.805 

0.1470 

48.3 

0.7852 

6.537 

0.1530 

41.4 

0.8168 

6  801 

0.1470 

48.4 

0.7848 

6.534 

0.1530 

41.5 

0.8163 

6.797 

0.1471 

48.5 

0.7843 

6.530 

0.1531 

41.6 

0.8159 

6.793 

0.1472 

48.6 

0.7830 

6.526 

0.1532 

41.7 

0.8154 

6.789 

0.1473 

48.7 

0.7834 

6.523 

0.1533 

41.8 

0.8149 

6.785 

0.1474 

48.8 

0.7830 

6.510 

0.1534 

41.0 

0.8144 

6.781 

0.1475 

48.0 

0.7826 

6.515 

0.1535 

42.0 

0.8140 

6.777 

0.1476 

49.0 

0.7821 

6.511 

0.1536 

42.1 

0.8135 

6.773 

0.1476 

1      19.1 

0.7817 

6.508 

0.1537 

42.2 

0.8130 

6.769 

0.1477 

49.2 

0.7812 

6.504 

0.1538 

42.3 

0.8125 

6.765 

0.1478 

49.3 

0.7808 

6.501 

0.1538 

42.4 

0.8121 

6.761 

0.1479 

49.4 

0.7804 

6.407 

0.1539 

42.5 

0.8116 

6.758 

0.1480 

40.5 

0.7700 

6.404 

0.1540 

42.6 

0.8111 

6.754 

0.1481 

1      40.6 

0.7705 

6.400 
6.4M 

0.1541 

42.7 

0.8107 

6.750 

0.1481 

1      40.7 

0.7701 

0.1542 

42.8 

0.8102 

6.746 

0.1482 

40.8 

0.7786 

6.488 

0.1542 

42.0 

0.8097 

6.742 

0.1483 

j      40.0 

0.7782 

6.470 

0.1543 
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Decrees 

Baumfi 

Specific 
gravity  at 
60V60*»P. 

Pound* 

per 
gallon 

Gallona    , 

per 
pound 

Degrees 
Baum6 

Specific 
gravity  at 
60V60«»F. 

Pounds 

per 
gallon 

Gallons 

per 

pound 

50.0 
50.1 
50.2 
50.3 
50.4 

0.7778 
0.7773 
0.7769 
0.7766 
0.7761 

6.476 
6.472 
6.468 
6.466 
6.461 

0.1644 
0.1646 
0.1546 
0.1647 
0.1548 

57.0 
67.1 
57.2 
57.3 
67.4 

0.7487 
0.7483 
0.7479 
0.7475 
0.7471 

6.233 
6.229 
6.226 
6.223 
6.219 

0.1604 
0.1605 
0.1606 
0.1607 
0.1608 

50.5 
50.6 
50.7 
50.8 
50.9 

0.7756 
0.7762 
0.7748 
0.7743 
0.7739 

6.458 
6.454 
6.450 
6.447 
6.443 

0.1548 
0.1549 
0.1650 
0.1551 
0.1562 

i      57.5 

1      67.6 

57.7 

57.8 

57.9 

0.7467 
0.7463 
0.7459 
0.7455 
0.7451 

6.216 
6.213 
6.209 
6.206 
6.203    • 

0.1609 
0.1610 
0.1611 
0.1611 
0.1612 

51.0 
51.1 
51.2 
51.3 
51.4 

0.7735 
0.7731 
0.7726 
0.7722 
0.7718 

6.440 
6.436 
6.432 
6.429 
6.425 

0.1563 
0.1554 
0.1665 
0.1655 
0.1556 

58.0 
58.1 
58.2 
58.3 
68.4 

0.7447 
0.7443 
0.7439 
0.7435 
0.7431 

6.199 
6.196 
6.193 
6.190 
6.186 

0.1613 
0.1614 
0.1615 
0.1616 
0.1617 

15.5 
51.6 
51.7 
51.8 
51.9 

0.7713 
0.7709 
0.7706 
0.7701 
0.7697 

6.421 
6.418 
6.415 
6.411 
6.408 

0.1557 
0.1558 
0.1659 
0.1660 
0.1661 

"58.5 
58.6 
58.7 
58.8 
58.9 

0.7427 
0.7423 
0.7419 
0.7415 
0.7411 

6.183 
6.180 
6.176 
6.173 
6.170 

0.1617 
0.1618 
0.1619 
0.1620 
0.1621 

52.0 
52.1 
52.2 
52.3 
52.4 

0.7692 
0.7688 
0.7684 
0.7680 
0.7675 

6.404 
6.401 
6.397 
6.394 
6.390 

0.1562 
0.1562 
0.1663 
0.1564 
0.1565 

69.0 
59.1 
69.2 
59.3 
59.4 

0.7407 
0.7403 
0.7400 
0.7396 
0.7392 

6.166 
6.163 
6.160 
6.157 
6.154 

0.1622 
0.1623 
0.1623 
0.1624 
0.1625 

25.5 
52.6 
62.7 
62.8 
62.9 

0.7671 
0.7667 
0.7663 
0.7659 
0.7654 

6.387 
6.383 
6.380 
6.376 
6.373 

0.1566 
0.1567 
0.1567 
0.1668 
0.1569 

69.5 
69.6 
59.7 
69.8 
59.9 

0.7388 
0.7384 
0.7380 
0.7376 
0.7372 

6.150 
6.147 
6.144 
6.141 
6.137 

0.1626 
0.1627 
0.1628 
0.1628 
0.1629 

53.0 
63.1 
53.2 
63.3 
53.4 

0.7650 
0.7646 
0.7642 
0.7638 
0.7634 

6.369 
6.366 
3.362 
6.369 
6.355 

0.1570 
0.1571 
0.1572 
0.1673 
0.1574 

60.0 
60.1 
60.2 
60.3 
60.4 

0.7368 
0.7365 
0.7361 
0.7357 
0.7353 

6.134 
6.131 
6.128 
6.124 
6.121 

0.1630 
0.1631 
0.1632 
0.1633 
0.1634 

53.5 
53.6 
53.7 
53.8 
53.9 

0.7629 
0.7625 
0.7621 
0.7617 
0.7613 

6.351 
6.348 
6.346 
6.341 
6.338 

0.1574 
0.1575 
0.1576 
0.1577 
0 . 1578 

60.5 
60.6 
60.7 
60.8 
60.9 

0.7349 
0.7345 
0.7341 
0.7338 
0.7334 

6.118 
6.116 
6.112 
6.108 
6.105 

0.1635 
0.1635 
0.1636 
0.1637 
0.1638 

54.0 
54.1 
54.2 
54.3 
64.4 

0.7609 
0  7605 
0.7600 
0.7696 
0.7692 

6.334 
6.331 
6.327 
6.324 
6.321 

0.1579 
0.1580 
0.1581 
0.1581 
0.1582 

61.0 
61.1 
61.2 
61.3 
61.4 

0.7330 
0.7326 
0.7322 
0.7318 
0.7315 

6.102 
6.099 
6.096 
6.093 
6.090 

0.1639 
0.1640 
0.1640 
0.1641 
0.1642 

54.5 
54.6 
54.7 
64.8 
54.9 

0.7688 
0.7684 
0.7680 
0.7576 
0.7572 

6.317 
6.314 
6.311 
6.307 
6.304 

0.1683 
0.1584 
0.1585 
0.1586 
0.1586 

61.6 
61.6 
61.7 
61.8 
61.9 

1 

0.7311 
0.7307 
0.7303 
0.7299 
0.7295 

6.086 
6.083 
6.080 
6.077 
6.073 

0.1643 
0.1644 
0.1645 
0.1646 
0.1647 

56.0 
56.1 
66.2 
66.3 
65.4 

0.7568 
0.7563 
0.7659 
0.7555 
0.7561 

6.300 
6.296 
6.293 
6.290 
6.287 

0.1587 
0.1588 
0.1689 
0.1590 
0.1591 

62.0 
62.1 
62.2 
62  3 
62.4 

0.7292 
0.7288 
0.7284 
0.7280 
0.7277 

6.070 
6.067 
6.064 
6.060 
6.057 

0.1647 
0.1648 
0.1649 
0.1650 
0.1651 

55.5 
56.6 
56.7 
55.8 
55.9 

0.7647 
0.7643 
0.7539 
0.7636 
0.7531 

6.283 
6.280 
6.276 
6.273 
6.270 

0.1592 
0.1592 
0.1593 
0.1594 
0.1595     I 

62.5 
62.6. 
62.7 
62.8 
62  9 

0.7273 
.   0.7269 
0.7265 
0.7261 
0.7258 

6.054 
6  051 
6.048 
6.045 
6.042 

0.1652 
0.1653 
0.1653 
0.1654 
0.1655 

56.0 
66.1 
66.2 
66.3 
56.4 

0.7527 
0.7523 
0.7519 
0.7615 
0.7511 

6.266 
6.263 
6.259 
6.256 
6.253 

0 . 1596 
0.1597     , 
0.1598 
0.1598 
0.1699 

63.0 

63.1 

63.2 

'      63.3 

;      63.4 

0.7254 
0.7260 
0.7248 
0.7243 
0.7239 

6.038 
6.035 
6.032 
6.029 
6.026 

0.1656 
0.1657 
0.1658 
0.1659 
0.1659 

66.5 
66.6 
66.7 
66.8 
66.9 

0.7507 
0.7603 
0.7499 
0.7495 
0.7491 

6.249 
6.246 
6.243 
6.240 
6.236 

0.1600 
0.1601 
0.1602 
0.1603 
0.1604 

63.5 
63.6 
63.7 
63.8 
63.9 

0.7235 
0.6231 
0.7228 
0.7224 
0.7220 

6.023 
6.020 
6.017 
6.014 
6.010 

.  0.1660 
0.1661 
0.1662 
0.1663 
0.1664 
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Degrees 

Specific 

Pounds 

Gallons 

Degrees 

Specific 

Founds 

Gallons 

Baum^ 

gravity  at 
60V60*F. 

0.7216 

per 
gallon 

0.007 

per 
pound 

0.1665 

Baum^ 
71.0 

gravity  at 

eo^/wp. 

0.6965 

per 
gallon 

&.798 

per 
pound 

64  0 

0.1725 

64.1 

0.7213 

6.004 

0.1666 

71.1 

0.6962 

6.795 

0.17S6 

64.2 

0  7209 

6.001 

0.1666 

71.2 

0.6958 

5.792 

0.1737 

64.3 

0.7205 

5.998 

0.1667 

71.3 

0.6955 

5.789 

0.1727 

64.4 

0.7202 

5.995 

0.1668 

'      71.4 

1 

0.6951 

6.786 

0.1728 

64.5 

0.7198 

5.992 

1     0.1669 

'      71.5 

0.6948 

5.784 

0.1729 

64.6 

0.7194 

5.989 

0.1670 

.      71.6 

0.6944 

5.781 

0.1730 

64.7 

0.7191 

5.986 

0.1671 

71.7 

0.6941 

6.778     ! 

o.ini 

64.8 

0.7187 

5.983 

0.1671 

71.8 

0.6938 

5.776 

0.1732 

64.9 

0.7183 

5.980 

0.1672 

71.9 

0.6934 

6.772     1 

0.1733 

65.0 

0.7179 

5.976 

0.1673 

'      72.0 

0.6931 

5.769     1 

0.1733 

65.1 

0  7176 

5.973 

0.1674 

72.1 

0.6927 

5.766     ; 

0.1734 

65.2 

0.7172 

5.970 

0.1675 

72.2 

0.6924 

5.763     1 

0.1735 

65.3 

0.7168 

5.967 

0.1676 

72.3 

0.6920 

5.760 

0.1736 

65.4 

0.7165 

5.964 

0.1677     ! 

72  4 

0.6917 

5.758 

0.1737 

65.5 

0.7161 

5  961 

0.1678     ' 

72.5 

0.6914 

5.755 

0.1738 

65.6 

0.7157 

5.958 

0.1678     : 

72.6 

0.6910 

5.752 

0.1739 

65.7 

0  7154 

5  955 

0.1679 

;      72.7 

0.6907 

6.740 

0.1730 

65.8 

0.7150 

5.952 

0.1680 

72.8 

0.6903 

5.746 

0.1740 

65.9 

0.7147 

5.949 

0.1681 

■ 

72.9 

0.6900 

5.744 

0.1741 

66.0 

0  7143 

5.946 

0.1682 

73.0 

0.6897 

5.741 

0.1742 

66.1 

0.7139 

5.943 

0.1683 

73.1 

0.6893 

6.738 

0.1743 

66.2 

0.7136 

5  940 

0.1684     . 

73.2 

0.6890 

5.735 

0.1744 

66.3 

0.7132 

5  937 

0.1684 

73.3 

0.6880 

5.732 

0.1745 

66  4 

0.7128 

5.934 

0.1685 

73.4 

0.6883 

6.729 

0.1746 

66  5 

0.7125 

5.931 

0  1686 

,      73.5 

0.6880 

5.727 

0.1746 

66.6 

0.7121 

5  928 

0.1687     ; 

73.6 

0.6876 

6.724 

0.1747 

66.7 

0.7117 

5.925 

0.1688 

1      73.7 

0.6873 

5.721 

0.1748 

66.8 

0.7114 

5  922 

0.1689 

1      73.8 

0.6869 

5.718 

0.1749 

66.9 

0.7110 

5.919 

0.1689 

73.9 

0.6866 

5.715 

0.1750 

67.0 

0.7107 

5.916 

0.1690 

74.0 

0.6863 

5.712 

0.1751 

67.1 

0.7103 

5  913 

0.1591 

74.1 

0.6859 

5.710 

0.1751 

67.2 

0.7099 

5.910 

0.1692 

74.2 

0.6856 

5.707 

0.1752 

67.3 

0 . 7096 

5.907 

0.1693 

74.3 

0.6853 

5.704 

0.1753 

67.4 

0.7092 

5.904 

0.1694 

74.4 

0.6849 

5.701 

0.1754 

67.5 

0.7089 

5.901 

0.1695 

74.5 

0.6846 

5.608 

0.1755 

67.6 

0.7085 

5.898 

0.1695 

74.6 

0.6843 

5.606 

0.1756 

67.7 

0.7081 

5.895 

0.1696 

74.7 

0.6839 

5.603 

0.1757 

67.8 

0.7078 

5.892 

0.1697 

74.8 

0.6836 

5.600 

0.1757 

67.9 

0.7074 

5.889 

0.1698 

74.9 

0.6833 

6.687 

0.1758 

68  0 

0.7071 

5.886 

0.1699 

75.0 

0.6829 

5.685 

0.1759 

68.1 

0.7067 

5.883 

0.1700 

I      75.1 

0.6826 

5.682 

0.1760 

68.2 

0.7064 

5.880 

0.1701 

;      75.2 

0.6823 

5.670 

0.1761 

68.3 

0.7060 

5.877 

0.1702 

:      75  3 

0.6819 

5.676 

0.1763 

68.4 

0.7056 

5.874 

0.1702     ; 

75.4 

1 

0.6816 

5.673 

0.1763 

68.5 

0.7053 

5.871 

0.1703 

75.5 

0.6813 

5.671 

0.1763 

68.6 

0  7049 

5.868 

0.1704 

75.6 

0.6809 

5.668 

0.1764 

68.7 

0.7046 

5.865 

0.1705 

75.7 

0.6806 

5.665 

0.1765 

68.8 

0  7042 

5.862 

0.1706 

75.8 

0.6803 

5.662 

0.1706 

68.9 

0  7039 

5.859 

0.1707 

75.9 

0.6799 

5.660 

0.1767 

69.0 

0.7035 

5.856 

0.1708 

76.0 

0.6796 

5.667 

0.1768 

69.1 

0.7032 

5.853 

0.1709 

76.1 

0.6793 

5.654 

O.1700 

69.2 

0.7028 

5.850 

0.1709 

76  2 

0.6790 

5.652 

0.1700 

69.3 

0.7025 

5.848 

0.1710 

76.3 

0.6786 

5.640 

0.1770 

09.4 

0.7021 

5.845 

0.1711     : 

76.4 

0.6783 

5.646 

0.1771 

69  5 

0.7018 

5.842 

0.1712 

76.5 

0  6780 

5.648 

0.1772 

69.6 

0.7014 

5.839 

0.1713 

76.6 

0.6776 

5.640 

0.1773 

69  7 

0.7011 

5.836 

0.1714 

76.7 

0.6773 

5.638 

0.1774 

69.8 

0.7007 

5  833 

0.1714 

76.^ 

0.6770 

5.685 

0.1775 

69.9 

0  7004 

5.830 

0.1715     ' 

76.9 

0.6767 

5.632 

0.1776 

70  0 

0  7000 

5.827 

0  1716 

77  0 

0.6763 

5.620 

0.1776 

70  1 

0  6997 

5.824 

0  1717 

77.1 

0.6760 

5.627 

0.1777 

70.2 

0.6993 

5.821 

0.1718 

77.2 

0.6767 

5.624 

0.1778 

70  3 

0  6990 

5.818 

0.1719 

77.3 

0.6763 

5.621 

0.1779 

70.4 

0  6980 

5.815 

0.1720 

77.4 

0.6750 

5.618 

0.1780 

70.5 

0 . 6983 

5.812 

0.1721 

^77  5 

0.6747 

5.616 

0.1781 

70.6 

0.6979 

5.810 

0  1721 

77.0 

0.6744 

5.613 

0.17S2 

70.7 

0.0970 

5.H07 

0.1722     i 

77.7 

U.6740 

5.610 

0.1783 

70.8 

0  0972 

5.804 

0.1723     . 

77.8 

0.6787 

5.006 

0.1781 

70.9 

0.6969 

5.801 

0.1724 

77.9 

0.6734 

5.005 

0.1781 
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DecroM 

Specific 

Pounds 

Gallons 

1  Degrees 

Specific 

Pounds 

Gallons 

Baain6 

gravity  at 

per 
gallon 

per        1 
pound 

Bauni^ 
85.0 

gravity  at 

per 
gallon 

per 
pound 

78.0 

0.6731 

5.602 

0.1785 

0.6512 

5.420 

0.1845 

78.1 

0.6728 

5.600 

0.1786 

86.1 

0.6509 

5.417 

0.1846 

78.2 

0.6724 

5.597 

0.1787 

85.2 

0.6506 

5.415 

0.1847 

78.3 

0.6721 

5.594 

0.1788 

'      85.3 

0.6503 

5.412 

0.1848 

78.4 

0.6718 

5.592 

0.1788 

86.4 

0.6500 

5.410 

0.1848 

78.6 

0.6716 

5.589 

0.1789 

86.5 

0.6497 

5.407 

0.1849 

78.6 

0.6711 

5.586 

0.1790 

86.6 

0.6494 

5.405 

0.1850 

78.7 

0.6708 

5.584 

0.1791 

85.7 

0.6490 

5.402 

0.1861 

78.8 

0.6705 

5.581 

0.1792 

86.8 

0.6487 

5.400 

0.1862 

78.9 

0.6702 

6.578 

0.1793 

85.9 

0.6484 

5.397 

0.1853 

79.0 

0.6699 

5.576 

0.1793 

86.0 

0.6482 

5.395 

0.1854 

79.1 

0.6695 

5.573 

0.1794 

86.1 

0.6479 

5.392 

0.1866 

79.2 

0.6692 

6.570 

0.1796 

86.2 

0.6476 

5.390 

0.1866 

79.3 

0.6689 

5.568 

0.1796 

86.3 

0  6473 

6.387 

0.1866 

79.4 

0.6686 

6.566 

0.1797 

i      86.4 

0.6470 

5.386 

0.1857 

79.5 

0.6683 

5.562 

0.1798 

86.5 

0.6467 

5.382 

0.1868 

79.6 

0.6679 

5.560 

0.1799 

86.6 

0.6464 

5.380 

0.1869 

79.7 

0.6676 

5.557 

0.1800 

86.7 

0.6461 

5.377 

0.1860 

79.8 

0.6673 

5.554 

0.1801 

86.8 

0.6458 

5.375 

0.1860 

79.9 

0.6670 

5.552 

0.1801 

86.9 

0.6466 

5.372 

0.1861 

80.0 

0.6667 

5.549 

0.1802 

87.0 

0.6452 

5.370 

0.1862 

80.1 

0.6663 

5.646 

0.1803 

87.1 

0.6449 

5.367 

0.1863 

80.2 

0.6660 

5.643 

0.1804 

87.2 

0.6446 

5.365 

0.1864 

80.3 

0.6667 

5.641 

0.1806 

87.3 

0.6443 

5.362 

0.1865 

80.4 

0.6664 

5.638 

0.1806 

87.4 

0.6440 

5.360 

0.1866 

80.5 

0.6651 

6.536 

0.1806 

87.5 

0.6437 

5.357 

0.1867 

80.6 

0.6648 

5.633 

0.1807 

87.6 
87.7 

0.6434 

6.366 

0 . 1867 

80.7 

0.6645 

5.531 

0.1808 

0.6431 

6.362 

0  1868 

80.8 

0.6641 

5.528 

0.1809 

87.8 

0 .6428 

6.360 

0.1869 

80.9 

0.6638 

5.525 

0.1810 

87.9 

0.6425 

6.347 

0.1870 

81.0 

0.6636 

5.622 

0.1811 

88.0 

0.6422 

6.346 

0.1871 

81.1 

0  6632 

5.620 

0.1812 

88.1 

0.6419 

6.343 

0.1872 

81.2 

0.6629 

5.617 

0.1813 

88.2 

0.6416 

5.340 

0.1873 

81.3 

0.6626 

5.515 

0.1813 

88.3 

0.6413 

5.338 

0.1873 

81.4 

0.6623 

5.612 

0.1814 

88.4 

0.6410 

5.336 

0.1874 

81.6 

0.6619 

5.510 

0.1815 

88.5 

0.6407 

5.333 

0 . 1876 

81.6 

0.6616 

5.607 

0.1816 

88.0 

0.6404 

5  330 

0 . 1876 

81.7 

0.6613 

5.604 

0.1817 

88.7 

0  6401 

6.328 

0  1877 

81.8 

0.6610 

6.602 

0.1818 

88.8 

0.6399 

6  325 

0  1878 

81.9 

0.6607 

6.499 

0.1819 

88.9 

0.6396 

5.323 

0.1879 

82.0 

0.6604 

5.497 

0.1819 

89.0 

0  6393 

6.320 

0  1880 

82.1 

0.6601 

5.494 

0.1820 

89.1 

0.0390 

6.318 

0.1880 

82.2 

0.6698 

5.491 

0.1821 

89.2 

0.6387 

6.316 

0.1881 

82.3 

0.0694 

5.489 

0.1822 

89.3 

.    0.6384 

5.313 

0.1882 

82.4 

0.0691 

5.486 

0.1823 

89.4 

0.6381 

6.311 

0.1883 

82.5 

0.6688 

5.484 

0.1823 

89.6 

0.6378 

5.308 

0.1884 

82.6 

0.6686 

5.481 

0.1824 

89.6 

0.6376 

6  306 

0.1885 

82.7 

0.6682 

5.478 

0.1825 

89.7 

0.6372 

5.304 

0.1886 

82.8 

0.6679 

6.476 

0.1826 

89.8 

0.6369 

5.301 

0.1886 

82.9 

0.6576 

5.473 

0.1827 

89  9 

0.6367 

6  299 

0.1887 

83.0 

0.6573 

6.471 

0.1828 

90.0 

0.6364 

6  296 

0  1888 

83   1 

0.6670 

6.468 

0 . 1829 

90.1 

0  6361 

5  2M 

0.1889 

83.2 

0.6667 

5.466 

0.1829 

90  2 

0.6358 

5.291 

0.1890 

&3.3 

0.0664 

5.463 

0.1830 

90  3 

0  6365 

6.289 

0  189d 

83.4 

0.6500 

5.460 

0.1831 

90.4 

0.6362 

5  286 

0.1892 

83.6 

0.6567 

5.468 

0.1832 

90.5 

0.6340 

6.284 

0 . 1893 

83.6 

0.6664 

5.466 

0,1833 

90  6 

0  6346 

5.281 

0.1894 

83.7 

0.6661 

5.453 

0  1834 

90  7 

0.6343 

5.279 

0  1894 

83.8 

0.6648 

5.460 

0 . 1835 

90  8 

0.0341 

5.277 

0.1895 

83.9 

0.6645 

5.448 

0 . 1836 

90  9 

0.6338 

5.275 

0.1896 

84.0 

0.6642 

5.445 

0.1837 

91  0 

0  6335 

5  272 

0 .  1897 

84.1 

0.6639 

6.443 

0.1837 

91.1 

0  6332 

5.270 

0.1898 

84.2 

0.6536 

5.440 

0 . 1838 

91.2 

0.6329 

6  267 

0.1899 

84.3 

0  6633 

6  437 

0  1839 

01  3 

0  6326 

6  265 

0.1899 

84.4 

0.6630 

5  435 

0.1840 

91.4 

0.6323 

5.263 

0  1900 

84.6 

0.6627 

6.432 

0.1841 

91.5 

0.6321 

6.261 

0.1901 

84.6 

0.6524 

5.430 

0.1842 

91.6 

0.6318 

6.268 

0.1902 

84.7 

0.6521 

5.427 

0.1843 

91.7 

0.6315 

5  266 

0.1903 

84.8 

0.6518 

5.425 

0.1843 

91.8 

0.6312 

6.253 

0.1904 

84.9 

0.6516 

6.422 

0.1844     , 

91.9 

0.6309 

5.261 

0.1904 

21 
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Degrees 
Baum6 


SiMhcifio    I   Pounds 
gravity  at         per 
60V60»F.  '•    g*Uon 


02.0 

0.6306 

92.1 

0.6303 

92.2 

0.6301 

92.3 

0.6298 

92.4 

0.6295 

92.5 
92.6 
92.7 
92.8 
92.9 


93 
93 
93 
93 
93 


0 
1 
2 
3 

4 


93.5 
93.6 
93.7 
93.8 
93.9 

94.0 
94.1 
94.2 
94.3 
94.4 

94.5 
94.6 
94.7 
94.8 
94.9 

95.0 
95.1 
95.2 
95.3 
05.4 

95.5 
95.0 
95.7 
95.8 
95.0 


0.6292 
0.6289 
0.6286 
0.6284 
0.0281 

0.6278 
0.6275 
0.6272 
0.6270 
0.6267 

0.6264 
0  6261 
0.6258 
0.6256 
0.6253 

0.6250 
0.6247 
0.6244 
0.6242 
0.6239 

0.6236 
0.6233 
0.6231 
0.6228 
0.6225 

0.6222 
0.6219 
0.6217 
0.0214 
0.6211 

0.6208 
0.6200 
0.6203 
0.6200 
0.6197 


Gallons 

per 
pound 


Degrees  '    Siwcifio 
Baum6     gratity  at 


5.248 
5.246 
5.244 
5.241 
5.239 

5.236 
5.234 
5.232 
5.230 
5.227 

5.225 
5.222 
5.220 
5.218 
5.216 

5.213 
5.210 
5.208 

5  206 
5.204 

5.201 
5.199 
5.196 
5.194 
5.192 

5.190 
5.187 
5.185 
5.183 
5.180 

6  178 
5.176 
5.174 
5.171 
5.169 

5.166 
5.164 
5.162 
5.160 
5.157 


0.1905 
0.1906 
0.1907 
0.1908 
0.1909 

0.1910 
0.1911 
0.1911 
0.1912 
0.1913 

0  1914 
0.1915 
0.1916 
0.1916 
0.1917 

0.1918 
0.1919 
0.1920 
0.1921 
0.1922 

0 . 1923 
0.1924 
0.1925 
0.1925 
0.1926 

0.1927 
0.1928 
0.1929 
0.1929 
0.1930 

0.1931 
0 . 1932 
0.1933 
0.1934 
0 . 1935 

0.1936 
0.1936 
0.1937 
0 . 1038 
0.1939 


i: 


I  ! 
il 


96.0 
96.1 
96.2 
96.3 
96.4 

96.5 
96.6 
96.7 
96.8 
96.9 

97.0 
97.1 
97.2 
97.3 
97.4 

97.5 
97.6 
97.7 
97.8 
97.9 


98 
98 
98 
98 
98 


0 
1 
2 
3 

4 


98.5 
98.6 
98.7 
98.8 
98.9 

99.0 
99.1 
99.2 
99.3 
99.4 

99.5 
99.6 
99.7 
99.8 
99.9 
100.0 


0 

0 

0. 

0 

0 


6195 
6192 
6189 
6186 
6184 


0.6181 
0.6178 
0.6176 
0.6173 
0.6170 


0 
0 
0 
0 
0 


6167 
6165 
6162 
6159 
6157 


0.6154 
0.6151 
0.6148 
0.6146 
0.6143 


0 

0. 

0 

0 

0 


6140 
6138 
6135 
6132 
6130 


0.6127 
0.6124 
0.6122 
n.6119 
O  6116 

0.6114 
0.6111 
0.6108 
0.6106 
0.6103 

0.6100 
0.6098 
0.6095 
0.6092 
0.6090 
0.6087 


Pounds 

per 
galkm 


5.155 
5.153 
6.150 
5.148 
5.146 

5.144 
5.142 
5.140 
5.137 
5.135 

5.132 
5.130 
5.128 
5.126 
5.124 

5.121 
5.119 
5.116 
5.114 
5.112 

5.110 
5.106 
5.106 
5.103 
5.101 


5 
5 
5 
5 
5 


090 
096 
OM 
002 
090 


5.088 
5.085 
5.083 
5.081 
5.079 

5.076 
5.074 
5.072 
5.070 
5.068 
5.066 


GalloBs 
pound 


0.1940 
0.1041 
0.1043 
0.1043 
0.1043 


0. 
0. 
0. 
0. 
0. 


1044 
1045 
1046 
1047 
1048 


0.1040 
0.1040 
0.1050 
0.1061 
0.1053 


0. 
0. 
0. 
0. 
0. 

0. 
0. 
0. 
0. 
0. 

0. 
0. 
0. 
0. 
0. 

0. 
0. 
0. 
0. 
0. 

0. 

0. 

0. 

0. 

0 

0 


106S 
1064 
1065 
1065 
1056 

1057 
1056 
1060 

loeo 
loeo 

1061 
1063 
.1063 
1064 
1066 

1066 
1067 
1067 
1068 
1060 

1070 

1071 

1073 

.1073 

.1073 

.1074 


The  Properttes  of  Some  of  the  Ptwffln  HydroeirbonB  (Liquid  mnd  SoUd 
Under  Ordinary  Conditions)  Found  in  Petroleum 


C,H„ 
CiHm 
CHm 
C,H., 

C,H,„ 
Ci,H,, 
C„H,. 


liquid: 

Pentane 

HexBDO 

Heptane 

Octane 

Nonane 

Deoane 

Undecsne... 

Dodecftne ChHk 

Tridecane... I  CnHn 

Tetradecane j  CuH,o 

Fentadecane CnHj, 

Eexadecane. -   I  CnHi. 

Solid: 

Octadecane C„H,. 

Eicoaane CioHn 

Tricosane ChHu 

Tetracoaane CkHid 

FeDtacoBane. .   CnHii 

Hesacosane. CtiHti 

Octocosane. ...    , C;iHi< 

Nonocosane I  Ci,H„ 

Hentriacontane  CnHti 

IDotriacontane CnHtt 

Tetratriacontane, ,  ChHm 

Pentalriaroctane ■  C,,H.. 


125.5 
149  5 
173.0 
195.0 
214  0 
234.0 
252  0  ' 
270,0  I 
287.0 


M^. 


63-54 
66-66 
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mwU  (oUd  circles  made  by  Bureau  of  MineB;  the  others  by  different  chemists. 
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Fio.  114. — Curves  showing  the  variation  of  gasoline  yield  and  loss  to  sulphuric 

acid  in  the  pressure  distillation  of  reduced  oil. 
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The  Products  of  the  Distillation  of  Mid-Contineiit  Crude  Petrdeums 

The  accompanying  table,  giving  the  analysis  of  twenty-seven  of  the 
principal  Mid-Continent  crudes,  with  tests  of  their  products,  probably 
furnishes  the  most  complete  data  on  the  largest  number  of  crudes  ever 
published.  The  table  was  prepared  in  the  laboratories  of  Cosden  k  Com- 
pany at  West  Tulsa,  under  the  direction  of  Charles  K.  Francis. 

In  each  case  the  gravity,  initial  boiling-point  and  B.S.  content  of  the 
crude  arc  shown,  together  with  its  yield  of  benzine,  naphtha  and  bottoms. 


Crude 

Grav., 
°B6. 

Analysi* 

Showins  State 
and  District 

I.B.P., 

op 

Per 
cent. 
B.S. 

1 

Per 
cent, 
beni. 

Per 

cent, 
naph. 

Per 
cent, 
kero. 

1 

P«r 
oent 
bot'i. 

Oklahoma : 

BCKKS 

32.7 
34.5 
30.9 
36.1 
39.4 
38.7 
33.7 
47.1 
37.7 
30.4 
36.2 
32.8 
46.6 
40.8 
34.7 
35.3 
29.8 
42.1 

41.1 
35.5 
34.5 

19.1 

26.7 

39.8 
34.7 
37.3 
32.8 

120 
150 
176 
110 
138 

•   •   • 

150 
117 
140 

Trace 

0.9 

0.8 

•   •   ■   • 

0.6 

■   •   •   • 

0.03 
0.80 
0.12 
0  10 

15.00 
20.13 
9.60 
15.00. 
35.00 
30.00 
27.20 
55.00 
25.00 
10.00 
27.50 
15.00 
50.00 
22.50 
20.00 
27.50 
25.00 
35.00  ; 

30.00  ' 

27.50 

15.00 

8.60 





7.50. 
10.00 

1 

! 

13.20    63.20 

Bixbv 

20.35    59.52 

Birdcreek 

Cement 

15.00 
17.50 

75.00 
60.00 

Cushing 

15.00    50.00 

Drumright 

Duncan 

20.00 
15.00 
20.00 
20.00 
23.00 

50.00 
57.80 

Garber 

25.00 

Hominy  (Osage) .  . 
Healdton 

55.00 
67.00 

Inola 

...    1  2.00 
220      0 .  30 

22.50  .  50.00 

Jenks 

20.00  1  65.00 

Madill 

•   «   • 

116 

0.06 
Trace 

20.00    30.00 

Mervine 

20.00    47.50 

Mounds 

15.00    65.00 

Quay 

160      0.15 

•   •   •              •    •    «    • 

...      0.02 

136      0.10 
126      0.60 
...      0.34 

...      4.00 

15.00  =  57.50 

Walters 

10.00  ,  65.00 

Youngstown 

Kansas : 

Augusta 

20.00 

22.50 
10.00 
35.00 

45.00 
47.50 

Chautauqua 

Greenwood  Co. . . . 

62.50 
50.00 

Tola 

rWax  Di 

St.  50.00* 

10.00%; 
G 

•   ••«•• 

11.00 
7.72 

7cr-Bot'8. 46.50% 

Louisiana : 

Pine  Island 

Texas : 

218    Trace  (Gas  Oil 

1 

WaxDi 
rrav.  30. 

St.  87.00 
9;  Flash 

Burkburnett 

Moran 

100   1   .... 
170   '  0  46 

42.50  1 
10.00 
20.60 
24.00 

7.50 
17.50 
17.84 
12.  «^ 

50.00 
61.50 

Ranger 

San  Antonio 

156 
170 

0.70 
0.01 

51.90 
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Testa  on  products 


Benxine 


Gray. 


I.B.P. 


Dry 


Naphtha 


Grav. 


I.B.P. 


Dry 


Kerosene 


Grav. 


FUsh 


Fire 


Bottoms 


Grav. 


Flash 


Fire 


3 
3 
3 
1 
2 


B«. 

59 

57 

51 

58 

58 

57.9 

59.2 

60.9 

58.8 

57.9 

58.8 

51.1 

59.1 

58.3 

58.3 

56.5 

57.0 

58.5 

9.2 
58.5 
58.1 


Fahr. 

Fahr. 

B«. 

132 

440 

49. 

134 

448 

■  •  • 

166 

458 

•  •  • 

156 

504 

49. 

132 

460 

•  •  • 

138 

457 

140 

490 

•  •  • 

127 

451 

•  •  • 

136 

444 

•  •  • 

118 

442 

•  •  • 

132 

450 

244 

512 

•  •  • 

132 

•  •  • 

•  •  • 

176 

454 

51. 

138 

44S 

•  •  • 

162 

490 

•  •  ■ 

«  •  • 

150 

•  •  • 

464 

•  •  • 
■  •  • 

148 

458 

■  •  • 

130 

480 

•  •  k 

162 

474 

Fahr.    Fahr. 


5     222 


8     258 


6 


510 


244 


Loss  3.50%)  (Wax  Dist.  Tests 


490 


B«. 

41 
42 
43 
43 
42 
43 
42 
42 
43 
42 
42 
44 
41 
43 
44 
44 
42 
43 

44 
42 
42 


1 

Fahr. 

Fahr. 

.7  130 

156 

.5 

128 

148 

.9i  RT 

RT 

.7 

144 

172 

.2 

132 

166 

.3  124 

150 

.6  140 

168 

.8 

135 

164 

.7 

110 

130 

.5 

RT 

88 

.1   128 

144 

.1  115 

134 

.8;  170 

202 

.  4!  133 

155 

.0 

96 

130 

.4 

122 

140 

.  0   ... 

•  •  • 

.3 

144 

158 

.0 

130 

142 

.6 

125 

150 

.0 

120 

140 

B«. 

24.4 
26.3 
28.6 
28.0 
25.7 
27.2 
21.7 
27.7 
27.6 


Fahr. 

290 
250 
255 
275 
290 
270 
265 
310 
260 


26.1  260 


29.9 
25.6 
29.6 


•  •  • 

275 
280 
386 


•  •  • 


27.2  290 


Fahr. 

335 
284 
235 
340 
330 
330 
305 
370 
300 


300 

•   •   • 

330 
330 
334 


340 


Gr.30.3;  Fl.  150;  Fire  230;  Vise.  51) 


%  Bot's  3.00%)  (Gas  Oil:  Grav.  35.4;  Flash   100;  Fire  120)  (Wax  Dist. 
120;  Fire  205;  Cold  20;  Vis.  42) 


58.2 

124 

482 

•  •  •  • 

•  •  • 

•  •  • 

41.5 

140 

184 

26.1 

260 

310 

58.8 

150 

444 

50.7 

220 

•  •  • 

42.5 

120 

136 

28.4 

255 

295 

58.5 

136 

342 

48.8 

229 

440 

42.8 

168 

190 

27.7 

300 

350 

39.2 

144 

510 

•  1*  •  • 

•  •  • 

•  •  • 

42.4 

156 

178 

23.3 

255 

310 

The  product  designated  as  bottoms  in  the  table  includes  the  gas  oil  and 
the  product  which  contains  the  wax  distillate,  or  lubricating  stock,  and  which 
is  sold  as  fuel  oil  by  the  skimming-plant  operator. 

Particularly  interesting  are  the  tests  on  Burkburnett,  Ranger  and  Pine 
Island  crudes  and  the  analysis  of  crude  from  several  wells  in  the  San  Antonio 
district  of  Texas,  about  which  Uttle  information  has  been  available  hitherto. 

The  results  shown  in  the  table  were  obtained  from  laboratory  distillation 
tests,  made  by  running  down  lOCX)  c.c.  of  each  crude.  No  losses  are  shown, 
>         Nfi  loss  runs  from  1.5  to  3  per  cent.,  with  the  average  probably  slightly 
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Goyeniinent  Gasoline  SpecificatioiiB 

Aviation  Gasoline.     [U.  S.  Fuel  Administration  (1918).] 

1.  Color, — Water-white. 

2.  Foreign  Matter. — Free  from  acid,  undissolved  water,  and  suspended 
matter. 

3.  Doctor  Test,, — Negative. 

4.  Corrosion  and  Gumming  Test. — No  gray  or  black  deposit  nor  weighable 
amount  of  gum. 

5.  Distillation  (Bureau  of  Mines  Method). — In  each  case  at  least  96  per 
cent,  shall  be  recovered  and  the  distillation  loss  shall  not  exceed  2  per  cent, 
iwhen  residue  in  the  flask  has  been  cooled  and  added  to  the  distillate  in  the 
receiver. 

(A)  Export  grade. 

5  per  cent,  over  between  50**  and  65°C. 
60  per  cent,  over  at  temperature  not  above    95**C. 
90  per  cent,  over  at  temperature  not  above  125**C. 
96  per  cent,  over  at  temperature  not  above  150**C. 
End-point  not  more  than  15*C.  above  temperature  corresponding  to 
96  per  cent,  of  distillate. 

(B)  Fighting  grade. 

5  per  cent,  over  from  60**  to  70**C. 
50  per  cent,  over  at  temperature  not  above    95**C. 
90  per  cent,  over  at  temperature  not  above  113**C. 
96  per  cent,  over  at  temperature  not  above  125**C. 
End-point  not  more  than  15**C.  above  the  temperature  corresponding 
to  96  per  cent,  of  distillate. 

(C)  Domestic  grade. 

5  per  cent,  over  between  50°  and  75**C. 
50  per  cent,  over  at  temperature  not  above  105°C. 
90  per  cent,  over  at  temperature  not  above  155**C. 
96  per  cent,  over  at  temperature  not  above  175**C. 

Motor  Gasoline  (1918). 

1.  Quality. — Must  be  high-grade  product,  refined,  and  free  from  water 
and  all  impurities. 

2.  Distillation  (Bureau  of  Mines  Method). 
Over-point  not  higher  than  60**C.  (140**F.). 
20  per  cent,  over  at  or  below  105**C.  (221'*F.). 
45  per  cent,  over  at  or  below  135**C.  (275**F.). 
90  per  cent,  over  at  or  below  180'*C.  (356**F.). 
End-  or  dry-point  not  higher  than  220'*C.  (428°F.). 

Not  less  than  95  per  cent,  shall  be  recovered  from  distillation. 

Proposed  Specificatioks  for  Motor  Gasoline  (1919).* 

Distillation  (Bureau  of  Mines  Method). 
Grade  M. 

Over-poirtt  not  above  60'*C.  (140**^). 

20  per  cent,  over  at  or  below  105**C.  (22rF.). 
>  See  pace  53. 
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50  per  cent,  over  at  or  below  140**C.  (284**F,). 

90  per  cent,  over  at  or  below  190"'C.  (374**F.). 

Dry-point  at  or  below  225**C.  (437**F.). 
Grade  B. 

Over-point  not  above  OO'C.  (140**F.). 

20  per  cent,  over  at  or  below  105**C.  (22rF.). 

50  per  cent,  over  at  or  below  140'C.  (284**F.). 

90  per  cent,  over  at  or  below  180**C.  (356**F.). 

Dry-point  at  or  below  215**C.  (419**F.). 
Grade  R. 

Over-point  not  above  65^*0.  (149**F.). 

20  per  cent,  over  at  or  below  110**C.  (230**F.). 

50  per  cent,  over  at  or  below  ISO^'C.  (302**F.). 

90  per  cent,  over  at  or  below  210'C.  (410'F.). 

Dry-point  at  or  below  235**C.  (455°F.). 

cc. 
soo 


Fia.   117 


35  55  75  95  115  135 

Fractional  distillation  curve  of  gasoline  obtained  by  pressure  di0 

tillation.     (I    W.  Humphrey.) 


Bureau  of  Explosives'  Rules  for  the  Shipment  of  Gasoline 

Condensed  Instructions  for  Shippers  of  Gasoline,  Naphtha,  Casing- 
head  Gasoline,  and  Liquefied  Petroleum  Gas 

Statistics  show  these  commodities,  through  their  fire  hazard,  to  be  the 
most  (iariKerous  freight  handled  by  the  railroads  of  the  United  States. 
Tlu;  loss  of  life  and  property  has  been  caused  principally  by  shipments  in 
tank  cars  not  prepared  and  loaded  as  required  by  the  I.  C.  C.  Regulations. 

Mold  one  competent  man  at  each  loading  point  rigidly  responsible  for 
('oni|)liancc  with  all  rules  and  supply  him  and  all  other  employees  who  have 
<luties  and  responsibilities  under  them  with  a  copy  of  the  following  condensed 
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instructions,  which  have  been  compiled  for  the  purpose  of  assisting  shippers 
to  properly  instruct  their  employees. 

Marginal  notes  will  assist  in  securing  information  quickly,  while  para- 
graph numbers  will  facilitate  reference  to  the  I.  C.  C.  Regulations  from  which 
these  condensed  instructions  were  compiled. 

Remember  that  when  you  neglect  any  one  of  the  duties  imposed  on  you 
by  the  regulations,  you  sign  a  false  statement  on  your  shipper's  certificate; 
you  violate  the  law  framed  to  promote  safety ;  you  set  a  fire-trap  that  may 
kill  or  injure  innocent  men;  and  you  injure  your  own  business. 

ContiUt  L  C.  C.  ReguUtioiii  — These  condensed  instructions  are  only  intended  to  assist 
shippers  in  educating  their  employees  and  in  some  instances  it  may  be  found  necessary'  to 
consult  the  regulations  for  a  full  and  complete  understanding  of  the  same. 

Instruct  Employees. — Paragraph  1703  of  the  I.  C.  C.  Regulations  states  specifically  that 
it  is  the  duty  of  shippers  to  make  the  prescribed  regulations  effective  and  to  thoroughly 
instruct  their  employees  in  relation  thereto  (1703). 

Casinohbad  Pboducts 

Liquid  Condensates,  Description  of. — ^Liquid  condensates  from  natural  gas  or  from 
oasinghead  gas  of  oil  wells,  made  by  the  compression  or  absorption  process,  alone  or  blended 
with  other  petroleum  products,  require  extra  care  in  handling  and  are  subject  to  certain 
special  requirements  according  to  the  vapor  pressure  of  the  liquid.  When  the  vapor  pressure 
at  lOOT.  (90^F.  Nov.  let  to  March  1st)  does  not  exceed  10  lb.  per  sq.  in  ,  they  must  be 
defcribed  as  Gasolin<»,  Oasinghead  Gasoline.  When  the  vapor  pressure  exceeds  10  lb.  per 
sq.  in.,  rhfy  must  be  described  as  Liquefied  Petroleum  Gas  (1824(k)). 

Method  of  Making  Vapor  Pressure  Tests. — Buresu  of  Explosives'  circular  M.C.L.  No. 
147  describes  fully  the  method  to  be  used  in  measuring  the  vapor  tension  of  the  material. 
In  making  this  test  it  will  be  noted  that  the  container  may  be  vented  momentarily  at  a 
temperature  of  Kfh.t  after  which  the  tube  must  be  placed  in  the  water  again  for  a  period 


Vapor  pressure 


Apr.  1 
to  Oct.  1 


and  not 

exceeding 

25  1b. 

Over 
25  lb. 


Oct.  1 
to  Apr.  1 


Shipping 
description 


Kind  of  shipping  container  required 


Gasoline. 

Metal  bsrrels  or  drums  I.  C.  C. — 5. 

10  1b. 

10  1b. 

Casinghead 

Ordinary  tank  cars.  Classes  II  and  III  tested 

per  sq.  in. 

per  sq.  m. 

gasoline 

to  60  lb.  per  sq.  in. 

or  less 

or  less 

(use  either) 

Insulated  tank  cars.  Class  IV  tested  to  75 
lb.  per  sq.  in. 

Over 

Over 

10  1b. 

10  1b. 

Liquefied 

Metal  barrels  or  drums  I.  C.  C. — 5. 

and  not 

and  not 

petroleum 

Insulated  tank  cars,  Class  IV  tested  to  75 

exceeding 

exceeding 

gas 

lb.  per  sq.  in. 

15  1b. 

20  1b. 

Over 

Over 

15  1b. 

20  1b. 

Liquefied 

Metal  barrels  or  drums  I.  C.  C. — 5. 

and  not 

exceeding 

25  1b. 

Over 
25  1b. 


petroleum 
sas 


Liquefied 

petroleum 

gas 


Steel  cylinders  I.  C.  C— 26. 


APfBNDIX 

pcniun  dF  100°F.  From  NovsmtKr  lit  to  Much  Itl.  tk*  in> 
which  Ihc  lube  is  pli(vd  lor  the  U>t  10  miDutM  ihooM  be  WTF.. 
le  iginpenluEB  cuiut  hi-  mminUiaBd  Bt  100°F.  ri»  thg  iui 
■t  (lBa4tk)l.' 

■hdwi  the  ■hipping  dnmpUon  and  kind  of  FDntalnen  reiluirHl  lu 
whelhcc  ilone  or  bLcuded  with  otter  materinh  such  u  cisltltii. 
etc.  It  w>U  be  DhurvKJ  that  four  cUhu  are  provided,  dcprodtnt 
ire  of  the  liquid,  and  for  luch  liquids  only  thaw  oontBinen  itwciM 
'.  1SZ4KI.  Where  cuiiiEheid  condeiiMtes  arc  mited  with  retiim 
:d  throuih  a  leEatty  itill,  the  Eniahed  ptodurt 


lainghea. 


mIoT 


V   Phouij 


imable  liquida  UB14}. 


i»i(M 


KcBuerJ  OaialiB»,  Naphtha,  Benline,  etc.— Refinerr  GaioUne.  Naphlhs.  BeutiDe.  Mr. 
any  bfl  shipped  in  oidiuery  tBnk  earn,  BQ  lb,  teit  rlua  eomplyiag  wilb  M.C.B.  Spetafii*' 

metal  cam  packed  ja  fibcrboard  botes  I.  C  C. — 24.  or  Id  metnl  eaai  ciuhioaed  in  VDodte 
bsrnls  I.  C.  C— 11,  or  in  wooden  bBrrels  or  liega  I.  C.  C— 9,  or  in  meUl  jacketed  »st. 
I.  C.  C— 33  (1824  (a)  to  (f)  incl,). 
Testa  of  OrdlcarT  Tank  Can  and  Safety  VaWss.— The  Master  Car  Builden'  Specitiestiau 

yesrs  after  being  placed  in  service,  and  thereafter  every  £ve  years,  and  safety  tbIvh  idu1< 
be  set  at  23  tb.  and  retcsled  not  less  than  every  two  yean  (M.C.B.  Spec,  Seetions  23  1 10 

Tests  of  lasulsled  Tsok  Can  and  Safety  Val7es.— Intulsted  Unk  cars  must  bo  teMed 
with  cold  water  pressure  Bt  73  lb.  per  sq.  in.,  sod  safety  valves  set  to  operate  at  23  lb.  pern. 
in.  8helt>  must  be  reli»>ed  every  five  years  and  safely  valves  every  sii  moQtbs  (M.C.B. 
Spec.  Sections  33  4  24). 

Slanciling  Tank  Cars.— Bolh  ordinary  and  insulated  tank  can  mutt  be  properly  itendled 
Id  show  date  and  place  of  teat  and  by  whnm  made  (182ZD  A  M.C.B.  Spec.  Fig.  B). 

Shipper's  Responsibility.— Wli en  tank  caia  are  used,  shipper  must  know  that  they  com- 
ply with  Master  Car  Builders'  Specifications.  A  Unk  car  not  tested  (shell  or  safety  vbItc) 
within  the  limits  prescribed  by  the  Master  Car  Builders'  Rules  must  not  Be  used  (1S22. 
IS24and  M.C.B.  Rules). 

SpaciflcstiDna.— Copy  oF  Master  Car  Builders'  Specifications  may  be  oblained  bora  B.  R 
Hawthorne.  SecreUry,  Section  III— Meohanical,  Americui  Railroad  Assodation,  Mas- 
hat  tan  Building,  Chicaio.  III. 

Tank  Cars  that  Must  not  be  Used.— A  tank  that  does  not  meet  the  prescribed  tsiti 

Dome  Covers  Musi  be  "Fool -proof. "—Dome  covers  I 


L 


Examioatioa  ol  Tioh  Cars 
ind  their  fittings  careFully  U 
wUh  valve  cap  off.     AFIcr  loi 


Do  Hot  Forward  Leaking  Tank  Can. — Under 
wed  to  gn  forward  that  leaks  or  that  has  any  dcf< 
probable  (1822  (d)). 
Inaammable  PUcards.- The  shipper  must  Bti 

Special  Dome  PUcvds  for  Liqald  Condensate 

must  also  attach  securely  and  conspicuously  to  th 

[lUcarde  measuring  4  K  10  in.,  bearing  the  follow 

'  Paragraph  references  arc  fiiurns  in  pnren these 


'e  (he  c 


properly  repaired  by  calking      Done 


t  that  would  make  leakage  during  Inluil 

h  Four  regulation  "INFLAMMABLE" 

,helankear(lB131, 

— For  CaainEhead  products  tbe  ehipper 

dome  and  dome  cover  three  whits  dome 
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CAUTION 


AVOID  ACCIDBNTB 


Do  Not  Remove  This  Dome  Cover 
While  Gas  Pressure  Bxists  in  Tank. 


8 
■g 


KBEP   LIOHTBD    LANTBRNB   AW  AT 


One  pUcard  muat  be  attached  to  each  side  of  the  dome  and  one  placard  must  be  attached  to 
the  dome  cover  (1824  (k)). 

Minimnm  Outage  Requirements. — Not  less  than  2  per  cent,  of  the  total  capacity  of 
all  oontainers,  including  tank  cars,  must  be  left  vacant  to  allow  for  the  expansion  of  con- 
tents during  transit.  If  the  dome  of  tank  cars  does  not  provide  this  2  per  cent.,  sufficient 
vacant  space  must  be  left  in  the  shell  of  the  tank  to  make  up  the  difference  (1825). 

An  outage  of  2  per  cent,  is  frequently  insufficient  for  light  petroleum  products,  owing 
to  the  fact  that  they  are  generally  cold  when  loaded,  they  expand  more  than  heavier  petrol- 
eum products  when  the  temperature  increases  and  this  rate  of  expansion  varies  with  the 
specific  gravity  of  the  material.  It  is  recommended  that  when  tank  cars  are  loaded  with 
liquid  condensate  properly  described  as  Gasoline,  Casinghead  Gasoline,  Casinghead 
products  or  blends  (see  Par.  1824  (k)),  the  outage  in  tank  shall  not  be  less  than  the  follow- 
ing (1825). 


OuTAGB  Table  for  Cabinghbad  Products 


Temperature  of  product  when  loaded 


Minimum  outage  required  when  gravity  is 


50-60"B6., 
per  cent. 


60-70"B«. 
per  cent. 


70-80'B6., 
per  cent. 


0-60'F 3.2 

61-70T 2.6 

71-80T 2.0 

81-lOOT 2.0 


3.5 
2.8 
2.1 
2.0 


4.1 
3.3 
2.4 
2.0 


(1825) 


Adjustment  of  Outage  in  Loaded  Tank  Cars. — Before  closing  dome  of  the  loaded  tank  car, 
measure  temperature  of  liquid  and,  when  necessary,  remove  liquid  to  adjust  outage.  For 
example:  shell  capacity  10.000  gal.;  dome  capacity  2  per  cent,  when  loaded  shell  full;  gravity 
75*B6.;  tempexature  40*F.  From  table  required  outage  is  4.1  per  cent.  Since  10^000 
gal.  equal  98  per  cent,  of  combined  shell  and  dome  capacity,  1  per  cent,  equals  102  gal. 
2  per  cent,  or  dome  capacity  204  gal  and  4.1  per  cent,  or  required  outage  418  gal.  Number 
of  gallons  to  be  removed  from  car  for  adjustment  of  outage  is  therefore  214  gallons. 

Lsaks  at  Bungs  Must  be  Prevented. — Every  precaution  must  be  taken  to  prevent  leaks 
at  bungs.  Tight-fitting  bungs  and  proper  gaskets  must  be  used,  and  it  is  recommended  that 
the  gasket  and  flange  of  the  bung  be  coated  with  gum  shellac  dissolved  in  alcohol  to  about 
the  consistency  of  molasses  and  then  the  bung  screwed  tightly  into  place  with  a  long  handled 
wrench  (not  less  than  18  in.  long).  The  barrel  should  then  be  allowed  to  stand  on  end  with 
bung  up  until  the  shellac  dries,  after  which  it  should  be  placed  on  its  side  with  bung  and 
then  filling  plug  down  to  tMt  for  leakage,  allowing  ample  time  for  the  tests.  The  term 
bung,  as  used  above,  includes  filling  or  vent  plugs,  and  if  bung  is  on  side  of  barrel,  the  same 
precaution  should  be  taken  to  prevent  leakage  during  transit.  Under  no  circumstances 
allow  a  leaking  package  to  leave  your  establishment  (1801C  A  Spee.  No.  5). 
22 
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Special  Label  RECOMifB!n>ED  fob  Use  ox  Barrblb  or  Drums  Coxtaivtsto 

LiQCEFiED  Petroleum  Gas 


CAUTION 

Unscrew  This  Bung  SLOWLY. 

Do  not  unscrew  it  entirely  vntil  all  interior  pressure 
IS  remored  by  escape  of  vapor  through  loosened 
threads.  RemoTe  bung  in  open  alr»  keeping  all 
open  lights  and  fires  away. 

CLOSED  ELECTRIC  UGHT8  ARE  SAFE 


rfl' 


Manufacturers'  Circular  Letter  No.  266. 

Marking  Required  to  Show  Compliance  with  L  C.  C.  Spedflcations. — All  outside 
tainers  must  be  marked  to  show  compliance  with  the  specifications  as  shown  in  the 
tions  that  apply.     When  metal  barrels  or  drums  are  used  they  must  comply  with  I.  C. 
Specification  No.  5  and  each  barrel  or  drum  must  be  permanently  marked  to  ahow 
pliance  with  the  specification  thus: 

" Complies  with  I.  C.  C.  Specification  No.  5"  or  the  marking  *'L  C.  C. — 5"  and 
the  name  of  manufacturer  and  date  of  manufacture.     The  above  system  of  marking  appt 
to  wooden  boxes,  and  strawboard  or  fiberboard  boxes,  which  are  marked  "I.  C.  C. — ! 
and  "I.  C.  C.~24."  respectively,  and  to  metal  jacketed  oana.  I    C.  C. — 23.     Wood< 
barrels  are  marked  "I.  C.  C. — 9"  or  "I.  C.  C. — 11."  according  to  the  spedfieation 
which  they  are  manufactured,  except  that  name  of  manufacturer  and  date  of  man' 
are  not  required  on  containers  other  than  I.  C.  C.  No.  5  (1822) 

Specifications. — Specifications  for  each  of  the  above  containers  will  be  found  in 
"Red  Book"  (B.  E.  Pamphlet  No.  0)  and  also  in  B.  E.  Pamphlet  No.  11. 

Marking  Required  to  Show  Name  of  Contents. — All  barrels,  drums,  boxed  cans  or  o 
packages  must  be  marked  or  stenciled  to  show  nature  of  contents,  thua:  "Gaaoiine."  ** 
cine."  "Naphtha."  "Casinghead  Gasoline."  or  "Liquefied  Petroleum  Gas/'  etc.  (1712). 

This  Side  Up. — Interior  packages  of  1  quart  or  more  must  be  packed  with  their  fiUin 
holes  up  and  the  outside  package  must  be  plainly  marked  "This  Side  Up*'  (1826) 

Name  and  Address    of  Consignee.     Labels  and  Placards    Required. — In   less   tha: 
carload    shipments    each    barrel,  drum,   boxed  can  or  other  package  must    be  mark 
with  name  and  address  of  consignee  and  each  must  bear  a  red  label.     Red  labels  may  h^ 
omitted  on  carload  shipments  to  be  unloaded  by  the  consignee,  but  proper  "  Inflammable "^ 
placards  must  be  secured  from  the  carrier  and  applied  to  the  car  by  the  shipper  (1712 
(1804  (b)). 

Tank  Car  Marking. — Loaded  tank  cars  must  bear  thereon  a  card  showing  proper  name  oc 
contents  (1712). 

Shipping  Order  Requirements. — Shipping  orders  must  describe  shipments  under  pro] 
classification  or  tariff  name  and  for  Jess  than  carload  shipments  must  show  color  of  labe^ 
applied,  opposite  entry  for  which  intended,  while  for  caiload  shipments  the  kind  of 
applied  to  the  car  should  be  shown  thus:  (1712  A  1867). 

Gasoline Red  Label 

Benzine Red  Label 

Naphtha Red  Label 

CasiiiKhcad  Gasoline Red  Label 

LiiUH'fied  Petroloum  Gas Red  Label 

or  for  carloads 

Gasoline Inflammable  Placard 

Brnzino Inflammable  Placard 

Naplitlia Inflammable  Placard 

CaHinKlioad  Gasoline Inflammable  Placard 

Licjuefied  Petroloum  Gas Inflammable  Placard 


CD 


/ 
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Shippei't  Certificate. — Shipping  orders  must  also  show  proper  shipper's  certificate  in 
lower  left-hand  corner  over  shipper's  signature  (1867C). 

Below  will  be  found  sample  of  a  properly  prepared  shipping  order,  bearing  proper 
certificate  over  shipper's  written  signature. 

EXPRESS  SHIPMENTS 

Bzprest  Shipments  Limited. — Express  shipments  of  refinery  and  casinghead  product, 
must  not  be  made  in  outside  packages  containing  more  than  one  gallon  and  must  be  packeds 
marked  and  labeled  in  accordance  with  the  following  condensed  instructions  (List  34,  Col.  4, 
General  Notice  F,  General  Rule  I). 

Description  of  Inside  Containers  and  Capacity  Limits. — Inside  containers  must  consist  of 
well-stoppered  glass  or  earthenware  vessels,  not  exceeding  one  quart  capacity  each,  or 
tightjy  closed  metal  cans  not  exceeding  one  gallon  capacity  each  (List  34,  Col.  4,  39  (b),  (c)). 

Outside  Containers  Required  for  Inside  Contamers. — Inside  containers  not  exceeding 
one  pint  capacity  each  must  be  packed  or  cushioned  in  outside  containers  complying  witn 
I,  C.  C.  Specifications  No.  2,  No.  11,  or  No.  24  (Li«t  34.  Col.  4.  39  (d)). 

Inside  containers  not  exceeding  one  quart  capacity  each  must  be  packed  or  cushioned  in 
outside  containers  complying  with  I  C.  C.  Specifications  No.  2,  or  No.  11  (List  34,  Col.  4, 
39  (b),  (c)). 

Metal  cans  not  exceeding  one  gallon  must  be  packed  or  cushioned  in  outside  containers 
complying  with  I.  C.  C.  Specifications  No.  2  or  No.  11  (List  34.  Col.  4.  37.  39  (b)). 

Other  Authorized  Containers. — Shipments  may  be  made  in  metal  jacketed  cans  not  ex- 
eesding  one  gallon  capacity  complying  with  I.  C.  C.  Specification  No.  23  (List  34.  Col.  4, 
39  (e).  (f)). 

Minimnm  Outage  Requirement. — Not  less  than  2  per  cent,  of  the  total  rapacity  of  all 
oontainers  must  be  left  vacant  to  allow  for  the  expansion  of  contents  during  transit  (38  (a))< 

Casinghoad  Gasoline.  Liquefied  Petroleum  Oas. — Casinghead  Gasoline  (Liquefied 
Petroleum  Gas.blended  or  unblended),  when  its  vapor  pressure  exceeds  10  lb.  per  sq.  in., 
must  not  be  shipped  by  express,  except  in  steel  cylinders  conforming  to  paragraphs  57, 
58  and  59  (39  (h)). 

Markings  and  Label  Required. — Each  outside  package  must  also  be  marked  with  proper 
name  of  contents,  name  and  address  of  consignee,  specification  marking  as  shown  in  the 
different  specifications,  and  a  red  label  4s  prescribed  for  express  shipments  must  be  applied 
(1,  36  (a).  60,  61). 

This  Side  Up. — Interior  packages  containing  one  pint  or  more  must  be  packed  with  their 
filling  holes  up  and  the  top  of  the  outside  package  must  be  plainly  marked  "This  Side 
Up"  (36  (d)). 

No  Exemption  from  LabeL — There  is  no  exemption  from  labels  when  shipped  by  express, 
on  account  of  small  quantities  or  for  any  other  reason  (60  (a)). 

EXPRESS  LABELS 

Extra  Certificate  When  Freight  Labels  are  Used. — Attention  is  called  to  the  fact  that 
express  labels  differ  from  freight  labels  inasmuch  as  the  express  labels  bear  shipper's  certifi- 
cate, whereas  freight  labels  do  not.  Shippers  desiring  to  take  advantage  of  paragraph  62 
of  the  express  regulations  may  use  the  label  prescribed  for  freight  shipments,  provided 
extra  certificate  is  stamped  or  pasted  on  package  alongside  of  label.  C)ertificates  on  express 
labels  must  be  signed  by  shipper  as  must  also  the  extra  certificate  when  \ised  (61-62). 

NOTICE 

The  Interstate  Commerce  Commission  has  revised,  effective  December  15, 
1919,  paragraph  1824  (k)  of  the  regulations.     The  revised  paragraph  reads 
follows: 

timmM  ocmdensates  from  natural  gas  or  from  casinghead  gas  of  oil  wells,  made 
"^^  or  absorption  process,  alone  or  blended  with  other  petroleum 
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produTts,  laust  be  described  as  Liquefied  Petroleum  Qaa  when  the  vapor  preteure*  at  100*F- 
(00*F.  November  1  to  March  1 )  exceeds  10  lb.  per  square  ineh. 

When  the  liquid  condensate  alone  or  blended  with  other  petroleum  produets  has  a  vtpot 
prenure  not  exceeding  10  lb.  per  sq.  in.,  it  must  be  described  and  shipped  as  Gascdine,  o* 
Casinghead  Gasoline. 

Liquefied  petroleum  gas  of  vapor  pressure  exceeding  10  lb.  per  sq.  in.  and  not  exoeedix^^ 
15  lo.  per  sq.  in.,  from  April  1  to  October  1,  and  20  lb.  per  sq.  in.,[from  October  1  to  April     '^* 
must  be  shipped  in  metal  drums  or  barrels  which  comply  with  Shipping  Container  Spe* 
fication  No.  5;  or  in  special  insulated  tank  cars  approved  for  this  service  by  the  Master  C?- 
Builders'  Association. 

Liquefied  petroleum  gas  of  vapor  pressure  exceeding  15  or  20  lb.  per  sq.  in.  as  provid 
herein,  and  not  exceeding  25  lb.  per  sq.  in.,  must  be  shipped  only  in  metal  drums  or 
which  comply  with  Shipping  Container  Specification  No.  5. 

Liquefied  petroleum  gas  of  vapor  pressure  exceeding  25  lb.  per  sq.  in.  most  be  snipped 
cylinders  as  prescribed  for  compressed  gases  (see  pars.  1861  to  1863,  inclusive). 

When  the  liquid  condensate,  alone  or  blended  with  other  petroleum  products,  has 
vapor  pressure  not  exceeding  10  lb.  per  sq.  in.,  it  must  be  dettoribed  as  Gasolincjor  < 
Gasoline  and  must  be  shipped  in  metal  drums  or  barrels  complying  with  Speeifieatioa  No.  ^' 

or  in  ordinary  tank  cars,  60  lb.  test  class  equipped  with  mechanical  arrangement  for  dc 
of  dome  covers  as  specified  in  Master  Car  Builders'  specifications  for  tank  cars. 

Every   tank  car  containing  liquid  condensates,  either  blended  or  unblended, 
liquefied  petroleum  gas,  as  defined  herein,  must  have  safety  valves  set  to  operate  at  25 
per  sq.  in.  with  a  tolerance  of  3  lb.  above  or  below,  and  the  mechanical  arrangements 
closing  the  dome  covers  of  such  cars  must  either  be  such  as  to  make  it  praetieally 
to  remove  the  dome  cover  wnile  the  interior  of  the  car  is  subjected  to  pressure;  or 
vents  that  will  be  opened  automatically  by  starting  the  operation  of  removing  the  dc 
cover  must  be  provided. 

The  shipper  must  attach  securely  and  conspicuously  to  the  dome  and  dome  eover  thi 
special  white  dome  placards  measuring  4  X  10  in.,  bearing  the  following  wording: 

10  Inches. 


CAUTION 


AVOID  ACCIDENTS  S 

US 

Do  Not  Remove  This  Dome  Cover  J 

While  Gas  Pressure  Bxists  in  Tank.  ^ 


KEEP   LIOHTBD  LANTERNS  AWAT 


One  placard  must  be  attached  to  each  side  of  the  dome  and  one  placard  must  be  atta< 
to  the  dome  cover.     The  presence  of  these  special  dome  placards  must  be  noted  on 
shipping  order  by  the  shipper  and  by  the  carrier  on  the  billing  accompanying  the  cs^ 
Placards  must  conform  to  samples  furnished  by  the  Chief  Inspector  of  the  Bureau 
Explosives. 

Note  to  paragraph  1825  (a)  of  the  regulations  has  also  been  amende^^^"' 
effective  December  15,  1919.     This  paragraph  now  reads  as  follows: 

1825  (a)  Packages  containing  inflammable  liquids  must  not  be  entirely  filled. 
interior  space  must  be  left  vacant  to  prevent  leakage  or  distortion  of  containers  due 
increase  of  temperature  during  transit.     In  all  such  packages  this  vacant  space  must 
be  less  than  2  per  cent,  of  the  total  capacity  of  the  container.     In  tank  cars  the 

>  In  measuring  the  vapor  preMfure  the  container  may  be  vented  momentarily  at  a  t( 
perature  of  70°F. 


i 
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North  &  South  Railroad  Company 
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•pAoe  must  not  be  leas  than  2  per  cent.'  of  the  total  capacity  of  the  tank,  i.e.,  the  shell  and 
dome  capacity,  combined.  If  the  dome  of  tank  cars  does  not  provide  this  2  per  cent., 
•ufBcient  vacant  space  must  be  left  in  the  shell  of  the  tank  to  make  up  the  difference. 

You  will  note  from  the  foregoing  that  the  descriptive  term  "  Casinghead 
Naphtha"  has  been  eliminated  from  both  paragraph  1824  (k)  and  the  note 
to  paragraph  1825  (a). 

B.  W.  Dunn, 

Chief  Inspector. 


Standard  Tests  for  Paint  Thinners  Other  Than  Turpentine,  Adopted  by 

the  American  Society  for  Testing  Materials 

SPECIFIC  GRAVITY 

The  specific  gravity  may  be  determined  by  a  hydrometer,  Westphal 
balance,  or  pycnometer,  provided  these  instruments  are  verified.  The 
observations  shall  be  taken  with  the  sample  at  15. 56*^0.  (60°F.)  and  com- 
pared with  water  at  the  same  temperature. 

DISTILLATION 

Flask. — The  flask  used  shall  be  the  standard  Engler  flask  as  described 
in  the  various  standard  works  upon  petroleum,  such  as  Redwood,  Holde,  etc. 

"Engler  employs  a  globular  flask  6.5  cm.  in  diameter,  with  a  cylindrical 
neck  1.6  cm.  in  internal  diameter  and  15  cm.  in  length,  from  the  side  of  which 
a  vapor  tube  10  cm.  in  length  extends  at  an  angle  of  75  deg.  downwards 
to  the  condenser.  The  junction  of  the  vapor  tube  with  the  neck  of  the  flask 
should  be  9  cm.  above  the  surface  of  the  oil  when  the  flask  contains  its 
charge  of  100  c.c.  of  oil.  The  observance  of  the  prescribed  dimensions  is 
considered  essential  to  the  attainment  of  uniformity  of  results."' 

The  flask  shall  be  supported  in  a  ring  of  asbestos  having  an  opening  1 K 
in.  in  diameter  in  its  center. 

The  flask,  burner,  etc.,  shall  be  surrounded  by  a  shield. 

Condenser. — The  condenser  shall  consist  of  a  tube  of  thin  brass  of  H  in. 
internal  diameter,  22  in.  in  length,  set  at  an  angle  of  75  deg.  with  the  flask, 

*  An  outage  of  2  per  cent,  ie  frequently'  insufficient  for  light  petroleum  products,  owing 
to  the  fact  that  they  expand  more  than  heavier  petroleum  products  when  the  temperature 
increases,  and  this  rate  of  expansion  varies  with  the  specific  gravity  of  the  material.  It  is 
recommended  that  when  tank  cars  are  loaded  with  gasoline  or  casinghead  gasoline  (see 
Par.  1824  (k))  the  outage  in  tank  shall  not  be  less  than  the  following: 


Temperature  of  product  when  loaded 


Minimum  outage  required  when  gravity  is 


SO-eO'B^.,    :    60-70'B6.,        TO-SO'B^., 


I 


per  cent,      i     per  cent. 


per  cent. 


(>-60*F 3.2  ;            3.6  I           4.1 

61-70T 2.5  2.8  ,           3.3 

71-80T 2.0-  !           2.1  2.4 

81-lWF 2.0  2.0  I           2.0 

>  Redwood.  3d  edition.  Vol.  2,  p.  205  (J013). 


> 
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and  surrounded  by  a  water  jacket  of  the  trough  type.     The  lower  end 
the  condenser  shall  be  cut  ofif  at  an  acute  angle  and  shall  be  curv 
down  for  a  length  of  3  in.,  so  as  to  project  at  least  }4  in.  into  the  100-c. 
cylinder  used  as  a  receiver. 

A  cover  (pasteboard)  should  be  placed  over  the  top  of  the  cylinder  a 
surrounding  the  condenser  tube. 

Thermometer. — The  thermometer  used  shall  conform  to  the  followi 
specifications. 

The  thermometer  shall  be  graduated  from  0  to  400°C.  in  Intervals  of  1 
There  shall  be  a  small  reservoir  above  the  400^  mark.     The  thermome 
shall  be  finished  at  the  top  with  a  small  glass  ring.     The  stem  shall  be  m 
of  enamel-backed  thermometer  tubing,  but  not  of  Jena  16^^'  glass, 
bulb  shall  be  made  of  Jena  16^^^,  Corning  normal,  or  Jena  or  Corning  bo 
silicate  glass. 

Every  fifth  graduation  shall  be  longer  than  the  intermediate  ones,  a 
the  marks  shall  be  numbered  at  every  interval  of  10^.  The  graduatio^^=)fl 
marks  shall  be  clear  cut  and  fine,  and  the  numbering  clear  cut  and  distinc==t. 
The  thermometer  shall  be  filled  above  the  mercury  with  an  inert  gas,  whi<"  ?h 
will  not  act  chemically  on  or  contaminate  the  mercury.  The  pressure  ^^^m! 
the  gas  shall  be  sufficient  to  prevent  separation  of  the  mercury  colu 
at  all  temperatures  of  the  scale,  but  the  upper  reservoir  shall  be  la 
enough  so  that  the  pressure  will  not  become  excessive  at  the  highc  *Tt 
temperature. 

The  thermometer  shall  be  thoroughly  annealed  before  the  final  filli 
It  shall  be  pointed  for  use  at  full  immersion. 

Each  thermometer  shall  be  provided  with  a  suitable  case.     A  sei 
number  for  identification  and  the  word  ** Distillation"  shall  be  engrav 
on  the  stem. 

All  material  and  workmanship  shall  be  of  the  best  grade. 

The  maximum  error  from  0  to  200*C.  shall  not  exceed  0.5®C.;  from 
to  300'*C.,  shall  not  exceed  1°C.;  and  from  300  to  400^*0.,  shall  not  ex 
2*»C. 

The  thermometer  shall  conform  to  the  following  dimensions: 

Total  length,  max.,  mm 386 

Diameter  of  stem,  mm 5 . 5-7 . 0 

Diameter  of  bulb,  mm 5 . 5-7 . 0 

Diameter  of  capillary,  min.,  mm 0.1 

Length  of  bulb,  mm 11-15 

Distance,  0**  to  bottom  of  bulb,  mm 25-35 

Distance,  0  to  400°  mark,  mm 280-300 

The  thermometer  shall  be  inserted  through  a  tight  fitting  cork  in  the 
neck  of  the  flask,  so  that  the  top  of  the  thermometer  bulb  will  be  on  a  level 
with  the  bottom  of  the  side  outlet  in  the  neck  of  the  flask  and  in  the  center 
of  the  neck. 

Method  of  Distillation. — The  flask,  connected  with  the  condenser,  shall 
be  filled  with  100  c.c.  of  the  thinner  at  60°F.,which  shall  be  measured  in  the 
100-c. c.  receiving  cylinder.  The  same  cylinder  may  be  used  without  drying 
as  the  receiving  vessel  for  the  distillate.  The  flask  shall  be  heated  directly 
bv  a  suitable  burner. 
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The  distillation  shall  proceed  at  the  rate  of  not  less  than  4  nor  more  than 
5  c.c.  per  minute  into  the  receiving  cylinder.  The  temperature  at  which  the 
first  drop  leaves  the  lower  end  of  the  condenser  shall  be  considered  the  initial 
boiling-point. 

Readings  of  the  quantity  in  the  receiver  shall  be  taken  when  the  next 
10°  point  is  reached,  and  for  every  even  10**  thereafter.  For  example,  if 
initial  boiling-point  occurs  at  144**C.,  then  the  first  reading  of  the  quantity 
in  the  receiver  shall  be  made  at  150**C.,  and  thereafter  at  160^  170*.  etc. 


Heavy  Liquid.  Per  Gent 
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Light  Liquid.  Per  Cent 

-Blending  chart  for  gasoline.     Cosdcn  <&  Coinpany|Laboratory.  1919) 


The  distillation  shall  be  continued  until  the  point  is  reached  where  the 
last  drop  is  vaporized,  when  a  puff  of  white  vapor  usually  appears  in  the 
bottom  of  the  flask.  The  temperature  at  this  point  shall  be  considered 
the  end-  or  dry-point  of  distillation. 

The  total  yield  of  distillate  should  not  be  less  than  97  per  cent. 


Descriptive  Note  to  Fig.  119. 

On  the  line  A- A  locate  the  point  representing  the  Baum6  gravity  of  the  caainghead. 
On  the  line  B-B  similarly  locate  the  point  representing  the  gravity  of  the  blending  naphtha. 
BjT  means  of  a  cord  or  straight-edge  connect  these  points  with  a  straight  line.  From  the 
point  where  this  line  crosses  the  norizontal  line  representing  the  gravity  desired  in  the 
finished  product,  follow  the  vertical  line  to  the  base,  where  the  gallons  of  naphtha  to  be 
used  for  each  gallon  of  casinghead  are  indicated. 

If  it  is  desired  to  know  the  (mllons  of  caainghead  per  gallon  of  naphtha,  use  the  line  A-A 
for  the  naphtha  gravity  and  B-B  for  the  casingnead  gravity.  The  base  line  will  then  indicate 
gallons  of  caainghead  per  gallon  of  naphtha. 

This  chart  allows  for  the  fact  that  the  value  of  the  Baum6  degree  is  not  constant  through- 
out its  scale. 


—Bureau  of  Minos  chart  lor  blanditig  coBinehcad  and  naphtha  to  M 
doairod  gravity  (computed  by  Clarence  Nstien). 


APPENDIX 


347 


• 
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Direotions:  Connect  distillate  aravitics  on 
right,  with  C.H.  gaacline,  on  left,  with  a 
•tralcht  edge.  Where  straight  edge  crosses 
required  blend  graTity.  "horisontal  line," 
read  on  vertical  line:  upper  margin,  %  dis- 
tillate; lower.  %  C.H.  gasoline. 


Example:  54°  B6.  distillate;  and  58**  B4. 
C.H.  ffasoline.  Make  70°  B4.  blend,  by  using 
46%  distillate  and  55%  C.H.  gasoline. 


Fio.  120. — Blending  chart  for  gasoline. 


Correctjon  of  Flash-Point  fi 


TW   (ISO    MS      SeO      606 


I 


17.2    17.3    17.4    17.6    17.7 


I   700  j  70a  '  710     7Ii 

17.3  17* 

17  S,  IT  0 
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Illation  of  Bssential  Points  in  State  Laws  Relating  to  Illuminating  Oil 

(Kerosene) 


Bute 


ima. 
na.. 


imua. . . 
■ado 

«eticut. 
irare. . . . 
la 

pa 

> 

is 

na 


Open  Tag 


as. . . 
ucky. 


e 

'land 

aehuaetts. 

igan. 

iwota 

Bsippi .... 
nin 


Foflter 
Open  Tag 
Open  Tag 


Elliott 

Open  Tag 

Open  Tag 

Indiana 

Elliott 

Foster 

Tag 

Tag 

Tag 


Tag 

Foeter 

Tag 


Tag 


«na !  Fottter 

Mka '  Foeter 

da I 

Hampehire! 

Jersey i  Tag 

Mexico. . 


York 

1  Carolina. 


1  Dakota. 


loma. 
m 


lylvanla. . . 
e  Island . . . 
I  Carolina.. 


DakoU. 


Tag 

Elliott 


EUiott 


Foster 
Tag 


essee. 
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Tag 
Tag 
Elliott 


Elliott 


Tag 
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lia 

ington 


Foster 
Tag 


Fire 
«»F. 


•  •  • 
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•  •  •      ■  •  • 

...  160 

'90 

•  «  • 

110 

140 

•  •  • 

115 

•  •  * 

100 

...   1 

•  «  • 

120  : 

...  160 

120  ... 

100 

110 

Tag  electric- 
cup 


Virginia . 

>nsin Tag 

aing Foster 


125 


100 
120 


120 

110 
112 


130 
120 

•   •    ■ 

110 
120 


120 


100 
100 

120 
100    110 

100  , . . . 


100 


120 

115 


100 
105 
120 

■   ■   • 

110 


105 
110 


125 


110 
110 


110 
120 

120 


Gravity 


50-46 


40  min. 
42  min. 


(47**  Pa.  crude) 
(41*»M-C.  do.) 


Remarks 


No  law. 
No  law. 

No  law. 


No  law. 


No  law. 

4  per  cent,  residue  at 
570. 
No  law 

7  per  cent,  residue  at 
570. 
No  law. 


6  per  OQPt.  residue  at 
670. » 

'4  per  cent,  residue 
at  670 . 

6  per  cent.  max.  at 
310. 


No  law. 


,  6  per  cent,  residue  at 
i    570. 

i  Not  more  than  10  per 
'    cent,  at  300. 
Not  more  than  4  per 
cent,  at  570. 

No  law. 


No  law. 


No  law. 

5  per  cent,  residue  at 
572. 


»rth   Carolina — If   oils  are  lighter  than  47  gravity,  then  residue  must  not  be    more 
10  per  cent. 
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Specifications  for  niuminating  Oil  as  Adopted  by  the  Railway  Signal 

Association 

(a)  Samples  must  not  flash  below  a  temperature  of  one  hundred  and 
ten  (110)  degrees  Fahr.  in  the  "Elliott"  closed-cup  nor  burn  below  one 
hundred  and  sixty  (160)  degrees  Fahr.  in  the  "Tagliabiie"  open-cup  when 
heated  at  the  rate  of  two  (2)  degrees  per  minute  and  flame  applied  every 
two  (2)  degrees,  beginning  at  one  hundred  (100)  degrees  Fahr. 

(6)  Must  be  not  less  than  forty-seven  and  three-tenths  (47.3)  Baum^,  or  a 
specific  gravity  of  0.7896. 

(c)  Must  be  strictly  water-white  in  color  and  remain  perfectly  clear  and 
transparent  when  cooled  to  a  temperature  of  zero  Fahr.  and  held  there  for 
ten  (10)  minutes.  Oil  must  be  perfectly  neutral,  showing  neither  acid  nor 
alkaline  reaction*. 

{d)  A  sample  will  be  taken  from  each  carload  or  part  carload  lot  (either 
in  bulk  or  in  packages)  and  such  sample  shall  be  considered  representative 
of  the  entire  shipment. 

(e)  Samples  will  be  taken  with  a  thief. 

(/)  The  oil  must  burn  steadily  and  clearly  in  a  suitable  lamp,  without 
smoking  and  with  a  minimum  incrustation  of  the  wick  for  a  period  of  at 
least  one  hundred  (100)  hours. 

ig)  Any  sample  failing  to  meet  the  requirements  of  these  specifications 
will  be  condemned  and  the  shipment  represented  by  it  will  be  returned  to 
the  manufacturer,  who  must  pay  all  freight  charges. 


Specifications  for  Signal  Oil  as  Adopted  by  the  United  States  Railroad 

Admmistration 

METHODS  OF  TBST 

Flash. — To  be  taken  in  the  Cleveland  open-cup.  Oil  to  be  heated  at 
the  rate  of  7**F.  per  minute  and  test  flame  to  be  applied  every  5**,  com- 
mencing at  210**^ 

Fire  Test — After  the  flash-point  is  obtained,  the  oil  shall  be  heated  at  the 
same  rate  (7**  per  minute).  Test  flame  to  be  applied  every  6**  after  flash- 
point has  been  obtained. 

Cloud  Test — Directions  for  making  test:  Take  a  4-oz.  oil  sample  bottle 
and  introduce  therein  l}^  oz.  of  oil  to  be  tested.  Insert  cork  with  cold- 
test  thermometer  so  that  bulb  is  slightly  below  the  surface  of  the  oil.  Place 
the  oil  in  a  freezing  mixture  and  cool  to  32°F.  Keep  oil  cooled  to  this 
temperature  for  10  minutes.  Bottle  should  be  given  a  rotary  motion  occas- 
ionally so  as  not  to  supercool  the  sides.  The  oil  should  not  become  cloudy 
at  the  end  of  10  minutes  from  crystals  of  paraffin  wax  or  solid  fats  from  the 
lard  oil  or  sperm  oil. 

Burning  Test — This  test  is  to  be  made  in  a  standard  railway  signal  hand 
lantern,  the  burner  of  which  is  fitted  with  a  1-in.  wick.  The  oil  to  be  burned 
24  hours  without  trimming  or  adjusting  the  wick,  the  pot  of  the  lantern 
to  be  refilled  if  too  small  for  a  test  of  the  duration  named. 

Oil  must  produce  a  satisfactory  flame  throughout  the  test  period. 
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The  oil  iDuet  not  produce  an  appreciable  amount  of  hard  i: 
on  the  wick. 

The  flame  must  stand  all  forms  of  railroad  signaling  in  any  kind  of  weather 
without  being  extinguished  or  smoking  the  globe. 


SnHHART  OF  SPSCmCAnOHS— SIORAL  OIL 

Appearance. — The  oil  must  be  free  from  water,  glue,  and  suspended 
matter. 
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[21.— DiBlillHtion  c 


Composition. — To  be  300-dcgree  mineral  seal  oil  as  adopted  by  the  Com- 
mittee on  Standardization  of  Petroleum  Specifications,  compounded  with 
ptire  prime  winter  Btrained  lard  oil  or  sperm  oil,  or  compounded  with  a 
inixttire  of  pure  prime  winter  strained  lard  oil  and  sperm  oil. 

Flash. — N'ot  less  than  250°F.  Cleveland  open-cup. 
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Fire.-r-Not  less  than  SOC^F.  Cleveland  open-cup. 

Cloud  Test— Oil  should  not  show  cloud  at  32**F. 

Percentage  of  Fatty  Oil. — ^^A"  grade  must  contain  not  less  than  30  per 
cent,  of  fatty  oil  by  volume.  ^'B''  grade  must  contain  not  less  than  22 
per  cent,  of  fatty  oil  by  volume.  The  "A"  grade  shall  always  be  furnished 
unless  ''B"  grade  is  specifically  ordered. 

Free  Fatty  Acids. — *'A"  grade  must  contain  not  over  0.60  per  cent,  free 
fatty  acid  calculated  as  oleic  acid.  ''B"  grade  must  contain  not  over  0.45 
per  cent,  free  fatty  acid  calculated  as  oleic  acid. 

Burning  Test. — As  stated  above. 


Comparison  of  Saybolt  and  Lovibond  Instruments,  with  Equivalent  Solu- 
tions of  Potassium  Dichromate.     (Courtesy  of  C.  K.  Francis.) 


Potassium  dichromate, 
mg.  per  liter 


2.0 

2.9 

3.8 

4.7 

5.6 

6.5 

7.5 

8.5 

9.5 

10.5 

11.5 

12.5 

13.5 

14.5 

15.5 

16.5 

17.5 

18.6 

19.7 

20.8 

21.9 

23.0 

24.1 

25.3 

26.6 

28.0 


Saybolt  chromometer 

+25 
+24 
•  +23 
+22 
+21 
+20 
+19 
+  18 
+  17 
+  16 
+  16 
+  15 
+14 
+13 
+13 
+  12 

+  11 
+  10 
+  9 
+  8 


Lovibond  colorimeter, 
18-in.  cell  with  W.W.  elide 


+  7 

W.W.   -  9.4 

+  6 

W.W.   -10.0 

+  5 

W.W.   -10.2 

+  3 

W.W.   -11.0 

+  3 

W.W.    -11.0 

+  1 

W.W.   -11.2 

W.W. 

+  0.5 

W.W. 

W.W. 

-  0.3 

W.W. 

-  0.5 

W.W. 

-  0.8 

W.W. 

-   1.3 

W.W. 

-   1.5 

W.W. 

-  2.0 

W.W. 

-  2.2 

W.W. 

-  2.8 

W.W. 

-  3.0 

W.W. 

-  3.8 

W.W. 

-  4.5 

W.W. 

-  5.2 

W.W. 

-  5.7 

W.W. 

-  6.0 

W.W. 

-  6  5 

W.W. 

-  6.9 

W.W. 

-  7.4 

W.W. 

-  9.0 

W.W. 

-  9.4 

W.W. 

-10.0 

W.W. 

-10.2 

W.W. 

-11.0 

W.W. 

-11.0 

W.W. 

-11.2 

23 
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Table  of  Color  Shades  for  the  Saybolt  Universal  Chromometer 


Use  one  disc. 


Use  two  discs. 


IqohM  of  oil  in  tube 

Color  shades 

20 

25 

18 

24 

16 

23 

14 

22 

12 

21  -  water-white 

10?^ 

20 

m 

.       19 

m 

18 

7H 

17 

6H 

16 

10^ 

+15 

m 

+14 

9% 

+13 

8% 

+12 

7« 

+11 

7H 

+  10 

6H 

.+  9 

6^ 

'   +  8 

6H 

+  7 

m 

>^ 

6^ 

.\  5 

6H 

+  4 

5% 

+  3 

5% 

+  2 

m 

+  1 

i% 

0  »  standard  white 

4% 

-  1 

4% 

-  2 

3?^                  i 

-  3 

m 

-  4 

3^ 

-  5 

3?i 

-  6 

3% 

-  7 

ZH 

-  8 

m          i 

-  9 

It  is  evident  that  no  oils  are  to  be  compared  with  one  disc  unless  they 
positively  show  whiter  at  10^  in.  with  two  discs. 

Moreover,  a  full  tube  (20  in.)  of  white  oil  that  shows  whiter  than  one 
(1)  disc  must  rate  +25  and  up  (better  than  +25). 
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Conversion  Table  for  Viscosimeters 
(Engler  No.  2204  U  and  Standard  Saybolt  Universal) 


Time, 
Eng- 
ler, 

Time, 
Say- 
bolt, 

Time, 
ratio 

eec. 

sec. 

56 
58 
60 
62 
64 
66 
68 
70 
75 
80 
85 
90 
95 
100 
110 
120 


Engler 

degreee  •■ 

time,  Engler 


32.4 
33.7 
35.1 
36.5 
37.8 
39.2 
40.6 
42.0 
45.5 
49.0 
52.4 
55.8 
59.4 
62.8 
69.8 
76.8 


51.3< 


1.73 

1.72 

1.71 

1.70 

1.69 

1.68  i 

1.68 

1.67  ! 

1.65 

1.63 

1.62 

1.61 

1.60 

1.59 

1.58 

1.56 


1.09 
1.13 
1.17 
1.21 
1.25 
1.20 
1.33 
1.36 
1.46 
1.56 
1.66 
1.76 
1.85 
1.16 
2.15 
2.34 


Kine- 
matic 
viacosity 


J. 


Time, 
ratio 


Engler 

degreee  * 

time,  Engler 


51 .3< 


0.0155 

130 

0.0208 

140 

0.0259 

150" 

0.0308 

160 

0.0356 

180 

0.0403 

200 

0.0448 

225 

0.0495 

250 

0.0603 

275 

0.0709 

300 

0.0810 

325 

0.0905 

350 

0.1003 

375 

0.1095 

400 

0.1278 

500 

0.1453 

1 

600 

83.6 
90.6 
97.4 
104.4 
117.7 
131.5 
148. 3j 
165.3 
182.0 
199.0 
215.6 
232.9 
249.2 
266.  Ij 
333.0 


1.56 
1.55 
1.54 
1.53 
1.53 
1.52 
1.52 
1.51 
1.51 
1.51 
1.51 
1.50 
1.50 
1.50 
1.50 


i 


400.0^1.50 


2.54 
2.73 
2.93 
3.12 
3.51 
3.90 
4.39 
4.88 
5.36 
5.85 
6.34 
6.82 
7.31 
7.80 
9.75 
11.70 


Eane- 
matic 
viacosity 
Poifles  ' 

g/cm.« 


0.1624 
0.1793 
0.1956 
0.2121 
0.2437 
0.2753 
0.3140 
0.3523 
0.3904 
0.4282 
0.4660 
0.5038 
0.5413 
0.5874 
0.7271 
0.8753 


•  Bureau  of 

*  This  value 


Standards  Tech,  Paper  100. 

holds  good  for  all  higher  Tiscoeities. 


Conversion  Table  for  Redwood,  Saybolt,  and  Engler  Viscosimeters 


Time,  ratio 

Time, 
Red- 
wood, 
sec. 

Time, 

Engler, 

sec. 

1 
Time,  ratio             1 

1 

Time, 

Engler, 

sec. 

Eng- 
ler- 

b^Tt 

Eng- 

ler- 

Red- 

wood 

Sav- 

bolt- 

Red- 

wood* 

Eng- 
ler- 
Say- 
bolt 

Eng- 

ler- 

Red- 

wood 

Say- 

bolt- 

Red- 

wood* 

Time, 
Red- 
wood, 

56 

1.73 

2.61 

1.51^ 

21.5 

140 

1.56 

1.81 

1.17 

77.5 

58 

1.72 

1.93 

1.12 

30.0 

150 

1.54 

1.80 

1.17 

83.2 

60 

1.71 

1.93 

1.13 

31.2 

160 

1.63 

1.80 

1.17 

89.1 

62 

1.70 

1.92 

1.13 

32.2 

180 

1.53 

1.80 

1.17 

100.3 

64 

1.69 

1.91 

1.13 

33.4 

200 

1.52 

1.79 

1.18 

111.9 

66 

1.68 

1.91 

1.13 

34.6 

226 

1.52 

1.79 

1.18 

126.0 

68 

1.68 

1.90 

1.14 

35.8 

250 

1.51 

1.78 

1.18 

140.3 

70 

1.67 

1.90 

1.14 

36.9 

275 

,     1.51 

1.78 

1.18 

154.4 

75 

1.65 

1.88 

1.14 

39.8 

300 

1.51 

1     1.78 

1.18 

168.5 

80 

1.63 

1.87 

i     1.15 

42.7 

325 

1.51 

1.78 

1.18 

183.0 

85 

1.62 

1.86 

1.15 

45.7 

350 

1.50 

1.78 

1.18 

197.0 

90 

1.61 

1.86 

1.16 

48.5 

375 

1.50 

1.77 

1.18 

211.3 

95 

1.60 

1.85 

1.16 

51.4 

400 

1.50 

1.77 

1.18 

225.5 

100 

1.59 

1.84 

1.16 

54.3 

500 

!     1.50 

1.77 

1.18 

282.0 

110 

1.58 

1.83 

1.16 

60.1 

600 

;     1.50 

1.77 

1.18 

339.0 

120 

1.56 

1.82 

1.16 

66.0 

■ 

1 

130 

1.56 

1.81 

1.17 

71.7 

I 

1 

1 

These  values  were  calculated  directly  from  the  timee  of  discharge  and  differ  in  some 
by  0.01  from  values  calculated  from  the  two  previous  columns. 
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APPENDIX  .      357 

A  Practical  Method  for  Calculating  the  Viscosity  of  Hydrocarbon  Oil 

Mixtures 

By  W.  E.  Espy* 

It  is  a  well-known  fact  that,  in  mixing  oils  having  different  viscosity 
numbers,  the  resulting  viscosity  does  not  correspond  with  the  calculated 
viscosity  for  such  a  blend,  but  that  the  observed  viscosity  will  be  lower. 
For  example,  a  mixture  composed  of  50  per  cent.  100  viscosity  oil  and  50 
per  cent.  300  viscosity  oil,  should  result,  theoretically,  in  a  blend  having  200 
viscosity.  The  actual  determined  viscosity  of  this  blend  will,  however, 
be  approximately  165,  or  82.5  per  cent,  of  the  calculated  figure. 

It  has  been  shown  by  Sherman,  Gray  and  Hammerschlag,*  in  their 
work  on  this  subject,  that  a  graph  drawn  from  mixtures  of  fatty  oils  with 
mineral  oils  does  not  correspond  to  mixtures  of  mineral  oil  only. 

Work  in  this  laboratory  has  demonstrated  that  a  certain  amount  of 
fatty  oil  will  have  a  greater  effect  in  raising  or  lowering  the  viscosity  of  a 
mixture  with  mineral  oil,  than  the  same  amount  of  mineral  oil.  For  this 
reason  the  desired  viscosity  of  fatty  and  mineral  oil  mixtures  cannot  be 
calculated  from  the  method  to  follow. 

To  avoid  empirical  trial,  F.  Schulz*  has  experimentally  determined  the 
constants,  with  the  aid  of  which  it  is  possible  to  calculate  the  percentage 
of  each  of  the  oils  necessary  for  the  mixture.  For  mixtures  of  5  to  50  per 
cent,  of  the  more  viscous  oil  the  viscosity  sought  is: 

G  -  (0.166«){F)  +  l-16l|-J-^JJJf  JW; 

and  for  mixtures  of  5  to  50  per  cent,  of  the  less  viscous  oil: 

(1  161»  —  1) 

G  =  (i.i6i«)(t;)  +  o.ieeJ-JyJ^J  ^  Jp)- 

Here  V  represents  the  viscosity  of  the  more  viscous,  and  v  that  of  the  less 
viscous  oil. 

The  exponent  n  is  calculated  by  the  formula: 

-.  ^?8  P  -  fog  100 
^  -    "     log  0.5        ' 
where  p  is  the  volume  percentage  of  one  of  the  components. 

From  the  equations  given  for  mixtures  of  from  5  to  95  per  cent,  of  the 
more  viscous  oil,  the  viscosity  in  Engler  degrees  can  be  calculated  by  the 
following  formulas: 

G»  -  i;(l.392  +  0.0004^]  G,o  =  f  (l.331  +  0.044^) 

GiQ  =  v(l.d8S  +  0.0026^)  Gtt  =  v  (l.300  -f  0.066^ 

(7u  =  »(l.382  +  0.007^)  G40  =  t(l.262  -h  0.093^ 

Oat  -  p(l.371  +  0.015^M  G4,  -  t(l.217  +  0.126^1^] 

Ou  -  V  (1.354  +  0.028^  Gto  =  V  (1.I6I  -h  0.166^, ) 

>  Rrfrate  communication  from  Cosden  and  Company,  Tulsa.  Okla. 

t/.  Ind.  Bng.  CUm.,  1  (1900),  13. 

•**TlMEsMnimition  of  Hydrocarbon  Oils."  by  Holdo- .Mueller.  111. 
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(?..  = 

(1.187  +  O.193M 

G...r 

1.414  +  0.427^ 

G.. - 

(1.2I8  '+  0.22Bj\ 

Gu-v 

1.505  +  0.521^1 

G«  = 

(1.254  +  0.262^) 

0.... 

1.642  +  0.662^ 

Co  - 

1  1.296  +  0.305^ 

G«-. 

1.906  +  0.934^ 

G„  - 

(l.348  +  0.359]^) 
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In  tbeEe  foniiulas,  Gi,  for  example,  means  the  Engler  degree  witli  5 
per  cent,  by  voliime  of  the  more  viacous  oil. 

The  Engler  values  tbua  calculated  agree  with  the  expeiimeDtal  to  witlun 
one  unit;  only  when  the  mixtures  contain  leaa  than  10  per  cent.,  or  more 
than  90  per  cent.,  may  the  error  be  more  than  fifteen  units. 

Thia  formula  can  be  used  as  a  guide  in  mixing  for  viscomty,  but  is  rather 
niimbersome  and  would  require  several  trial  calculations  before  arriving  at 
I  he  desired  result. 

It  la  the  object  of  thia  report  to  illustrate  a  quick,  simple  method  for 


calculating  Tiacoaity  mixtures,  which  will  be  intereating  to  those  connected 
with  work  of  this  nature. 

XXPBRDUIfTS 

Two  graphic  charts  are  given  herewith,  the  curves  having  been  plotted 
to  show  the  deviation  from  the  theoretical  figures,  which  would,  of  course, 
be  indicated  by  the  intersection  of  a  straight  line  between  the  terminals 
of  the  curves  shown. 

Fig.  124  illustrates  the  result  of  several  mixtures  of  oil  manufactured 
from  Mid-Continent  crude,  the  viscosities  thereof  being  widely  different, 
while  others  are  more  nearly  alilce. 
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In  Fig.  125  the  oib  mixed  have  a  difference  of  50  points,  and  range 
from  S5  to  300. 

In  order  to  ascertain  if  there  is  any  variation  in  the  contour  of  curves 
plotted  from  mixtures  of  oils  obtained  from  the  same  crude,  and  those  from 
a  crude  of  totally  different  character,  such  as  Pennsylvaninn  and  Mexican, 
the  following  mixtures  were  made: 
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Viscosity  Blends,  Showing  Various  Mixtures  of  55  and  3CX)  Viscosmr 


Heavy  oil,  kind Okla. 

Light  oil.  kind I      Okla. 

Temperature j  lOO'F. 

Viscoai  meter Saybolt 


Per  cent, 
light 


100 
75 

50 

25 

0 


Per  cent, 
heavy 


0 
25 

50 
100 


55 

71 

103 

167 

300 


Okla. 

Okla. 

210T. 

Saybolt 


55 

72 
104 
166 
300 


Texas 

Okla. 

lOOT. 

Saybolt 


55 

72 

102 

165 

300 


Okla.      ! 

Okla. 

100*F. 

Engler 


55 

59 

63 

108 

300 


Calculated 


55 
116 
178 

239 
300 


The  two  oils  used  in  the  above  table,  namely,  lubricating  oils  from  Goose 
Creek  (Texas)  crude  and  Gushing  (Okla.)  crude,  are  widely  divergent  in 
character,  but  the  results  obtained  so  nearly  coincide  with  those  shown  in 
the  table  which  follows  and  other  different  mixtures,  that  the  results  of 
either  would  be  close  enough  for  practical  purposes. 

CALCULATION 

While  viscosity  numbers  are  not  additive  figures,  they  correspond  to 
certain  percentage  mixtures  of  lighter  and  heavier  oils  than  those  on  which 
the  calculation  is  to  be  based. 

For  example,  an  oil  having  a  viscosity  of  500  units  is  desired  from  a 
mixture  of  700  and  300  viscosity.  Each  of  these  three  figures  could  be 
represented  by  a  certain  percentage  of  50  viscosity  oil  with  1000  viscosity 
oil. 

To  illustrate  this  point  better,  the  figures  in  the  following  table  were 
determined  by  experiment,  viscosities  between  55  and  300  Saybolt  being 
used,  as  their  application  is  more  general  for  commercial  purposes. 

Taking  a  concrete  case,  a  mixture  having  140  viscosity  is  desired  from 
two  oils  of  249  and  68  viscosity,  respectively.  Instead  of  using  these  figures, 
which  would  give  by  direct  calculation  a  high  percentage  of  low  viscosity  oil 
to  be  used,  we  use  figures  representing  percentage  of  lower  viscosity  oil 
with  a  higher  viscosity  oil,  necessary  to  give  the  above  mentioned  viscosities. 

140  viscosity  Saybolt  equals  33  per  cent. 

249  viscosity  Saybolt  equals    6  per  cent. 

68  viscosity  Saybolt  equals  80  per  cent. 

If  we  accept  the  oil  as  being  a  certain  percentage  solution,  the  percentage 
representing  a  certain  viscosity  may  be  used  as  an  additive  figure  for  calcu- 
lating viscosity  mixtures. 

The  example  given  may  be  solved  by  a  simple  calculation,  using  the 
rectangular  formula,  thus: 

47  =  63  51  per  cent,  heavy  oil. 


^27  =  36.49  per  cent,  light  oil. 
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Saybolt  Viscosity 


(Per  cent,  given 

equals  amount  of  55  viscosity  oil  mixed  with  300  viscosity  oil) 

Per 
cent. 

Vis. 

Per 
cent. 

Via. 

Per 
cent. 

Vis. 

Per 

cent. 

Via     ^^^ 
^"'    cent. 

Vis. 

100 

55 

1 

99 

55 

79  . 

68 

59 

88 

39 

124 

19 

189 

98 

55 

78 

69 

58 

89 

1  38 

127 

18 

193 

97 

56 

77 

70 

57 

91 

1  37 

129 

17 

197 

96 

56 

76 

71 

56 

93 

!  36 

132 

16 

201 

95 

57 

75 

72 

55 

95 

•  35 

135 

15 

205 

94 

57 

74 

72 

54 

96 

1  34 

137 

14 

209 

93 

58 

73 

73 

53 

98 

33 

140 

13 

214 

92 

58 

72 

74 

52 

99 

32 

143 

12 

219 

91 

59 

71 

75 

51 

101 

31 

146 

11 

224 

90 

60 

70 

76 

50 

103 

30 

149 

10 

229 

89 

60 

69 

77 

49 

104 

29 

152 

9 

234 

88 

61 

68 

78 

48 

106 

28 

156 

8 

239 

87 

62 

67 

79 

47 

108 

27 

159 

7 

244 

86 

63 

66 

80 

46 

110 

26 

163 

6 

249 

85 

64 

65 

81 

45 

112 

25 

167 

5 

254 

84 

64 

64 

82 

44 

114 

24 

170  ; 

4 

261 

83 

65 

63 

83 

43 

116 

23 

174  j 

3 

269 

82 

66 

62 

84 

42 

118 

;  22 

177 

2 

278 

81 

67 

61 

86 

41 

120 

21 

1 

181 

1 

288 

80 

68 

60 

1 

87 

i  40 

i 

122 

"  20 

185 

0 

300 

The  viscosity  of  a  blend,  calculated  by  the  above  method,  will  check 
within  a  Umit  of  three  points.  It  would  be  necessary  to  interpolate  figures 
not  given  in  the  preceding  table. 

The  figures  presented  would  not  hold  true  for  Engler  or  other  instruments, 
as  another  chart  would  have  to  be  prepared  for  them. 

Provided  the  viscosities  of  the  oils  to  be  blended  and  the  resulting 
mixture  are  determined  at  the  same  temperature,  the  figures  in  the  second 
table  can  be  used  at  any  temperature. 


CHART  FOR  CALCULATION 

A  much  better  method  is  the  arrangement  of  a  chart  for  calculating 
viscosity  mixtures.  This  may  be  accomplished  in  a  simple  manner,  as 
follows: 

Make  solutions  of  a  low  viscosity  oil  in  a  high  viscosity  oil  at  each  1  per 
cent,  or  fractions  of  1  per  cent,  from  1  to  99. 

Make  a  chart  using  the  \'iscosities  of  these  mixtures  as  abscissae,  placing 
the  lower  figures  at  the  bottom  on  each  side,  and  the  higher  figures  at  the 
top,  rising  in  consecutive  order,  spaced  at  equal  distances  for  each  1  per  cent. 


Peroentages  from  1  to  99  are  used  as  ordinatea,  the  figures  at  the  top 
reading  from  right  to  left,  and  those  at  the  bottom  from  left  to  right. 
A  convenient  size  for  industrial  use  is  20  X  20  in. 

HAIflPnLATIOR 

Connect  the  two  given  viscositieB  by  means  of  a  straight  edge.  Beadini 
up  from  the  required  viscosity  line  at  the  point  of  intersection,  the  per- 
centage of  light  liquid  will  be  found,  and  reading  down,  the  percentage  of 
heavy  liquid  to  make  the  desired  product  will  be  secured. 

Ezample. — A  product  of  112  viscosity  is  desired  from  67  viscosity  ud 
299  viscosity.  A  blend  of  50  per  cent,  light  and  50  per  cent.  hcKvy  oil 
should  be  used. 
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F:o.  126. — Viscosity  blendiag  chart  for  Saybolt  viseoeity. 

Space  will  not  permit  an  illustration  of  a  chart  large  enough  for  accurst* 
work.     Figure  126,  being  an  example,  shows  figures  only  at  each  5  per  MSt. 

A  chart  20  in.  square  permits  the  viscosity  at  each  additional  1  per  cent, 
to  be  shown;  in  this  case  a  1  per  cent,  addition  of  heavy  oil  to  the  ligbt 
makes  a  difference  of  less  than  one  second,  while  tbe  addition  of  1  per  cent, 
light  oil  to  the  heavy  oil  makes  a  difference  of  12  seconds. 

This  necessitates  the  interpolation  of  figures  which  cannot  be  given  be- 
tween the  lines,  at  the  top  of  the  chart. 

SUMMARY 

1.  Visco^ty  numbers  nre  not  additive  figures,  and  there  is  no  set  rule 
or  factor  applicable  lo  the  calculation  of  viscosity  miicturea,  which  will 
account  for  the  greater  influence  of  the  lower  viscosity  liquid  used. 


2.  Co-ordinate  curves  are  obtained  by  the  mixture  of  hydrocarbon  oils 
of  different  sources  and  properties,  when  using  the  eame  type  viscosimeter 
in  bU  cases. 

3.  Similar  curvee  are  also  obtained  at  different  temperatures  for  similar 
viscosities  with  the  same  instrument,  provided  the  temperatures  are  not 
low  enough  to  cause  a  partial  crystallisation  of  the  liquid. 


i 

: 

Lou 

r  TiBorilr  Oil  Per  0«( 

«    M    u    «  ig 

'I 

^,   :     >^ 

- 

t^ 

^ 

^± 

E 

£ 

] 

s 

X 

"^ 

J 

E 

si 

s 

^ 

\ 

\ 

M 

^ 

- 

- 

-- 

-:_ 

t. 

is 

"n 

\ 

IS 

s 

"Oo 

s 

^ 

'-- 

j    : 

m 

ii 

• 

ui,7t"^,  »JXTilibi'' >'"'<" 

1\i"i  w. 

.^'K/;-^ 

ri' »i'Sw°Atu°d''J  uHd! 

\ 

' 

— — \ — 1 — 

— 

— 



= 

— 

- 

P-n. 

1    \    1 

-■ 

— 

— 

— 

» 

jo"^ 

— 

— ' 

0 

n; 

c 

— 

1  L  -^ 

"T 

— 

S 

niiti«r  Vlmdtjr  01]  Par 


4.  Any  admixture  of  fatty  oils  with  mineral  oils  will  cause  a  distortion 
of  the  curves  given;  a  lower  result  being  obtained  when  the  mineral  oil  baa  a 
higher  viscoHity,  and  a  higher  result  when  the  mineral  oil  is  of  lower  viscosity. 

h.  Any  viscosity  number  may  be  accepted  as  a  percentage  mixture  of 
higher  and  lower  viscoaitica. 

Theee  percentages  may  be  used  as  additive  figures  in  calculation,  after 
determining  the  corresponding  viscosity  by  experiment.  A  chart  arranged 
for  viscosity  calculation  by  the  above  method  can  be  used  for  any  tem- 
perature, but  a  different  chart  ia  necessarj-  tor  each  type  of  viscosimeter. 
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The  Saybolt  Viscosity  of  Blends 

By  Win>low  H.  Herschel. 
L'.  S.  Bureau  of  .Stanriards. 

It  has  Ionj5  b**eri  reroenizeii  that  the  viacosity  of  a  mixture  or  blend  of 
two  oils  is  less  than  the  arithmetical  mean  of  the  vi«cositie*  of  the  com- 
jKjncnt  oils,  whether  expre.'«.«e<i  in  Saybolt  seconds,  poises,  or  other  unit  of 
virjrosity. 

The  vi«rosity  «if  liquid  mixtures  has  been  discusse<l  by  Dunstan  and 
Thole/  who  jjive  a  formula  which  applies  with  considerable  accuracy  to 
tlefinite  chemical  comjKjunds  which  are  inert  with  respect  to  each  other. 
This  formula  i<  base^i  on  molecular  weights  and  can  not  be  useii  to  estimate 
the  viscosity  r»f  hlenrls  of  p<*tn>leum  oils  which  are  not  definite  chemical 
fomp^iundrt. 

.\  convenient  diagram  for  detennining  the  viscosity  of  Idends  has  hcen 
given  by  Espy'  for  viscosities  between  300  and  55  seconds.  Saybolt.  but 
no  equation  is  pres^'nted  by  which  the  diagram  may  be  extended  beyond 
the  range  of  his  experiments.  For  more  general  use,  the  b€?st  available 
formula  is  that  of  Arrhenius:^ 

log  n  =  t'l  log  Ml  -r  I'i  log  M3.  (1) 

when.*  fi  and  r^  are  the  |>ercentage  volume  concentrations,  and  m  and  fit 
are  the  viscosities  of  the  comp<jnent  oils,  expressed  in  poises.  Otherwise 
expressed,  equation  (I)  gives  the  viscosity  of  a  blend  as  the  weighted 
g(.*r> metrical  mean  bctw(K.*n  the  visco.sities  of  the  component  oils,  i'o  that 
the  logarithms  of  the  vi.scosities,  in  poises,  arc  additive.  It  has  been  found, 
however,  from  the  tests  here  recorded,  that  the  values  calculated  from 
equation  (\i  may  be  considerably  larger  than  the  experimentally  deter- 
miniHl  values,  when  there  is  a  large  difference  of  viscosity  between  the 
compijnent  oils. 

CALCULATED  TABLB  OF  VISCOSITIES  OP  BLENDS 

When  the  Saybolt  universal  viscosimeter  is  used,  the  viscosity  m«  i^ 
poises,  may  be  calculated  by  the  equation, 

;.  =  (.00220  /  -  ^'p-y,  a 

where  t  is  the  time  of  flow,  or  Saybolt  viscosity,  in  seconds,  and  y  is  the 
density  of  the  oil  at  the  temperature  of  test,  in  grams  per  cubic  centimeter.* 
To  avoid  at  least  part  of  the  wastes  of  tinie  and  labor  involved  in  cut  and 
try  methods,  it  is  desirable  Xo  have  available  a  simple  table  or  diagram, 
as  accurate  as  possible,  to  sr)lve  the  problem  of  obtaining  a  blend  of  desired 

'  A.  E.  DuNSTAK  and  F.  B.  Thole,  "Tho  Vwootiity  of  Liquidn,"  1914,  39-51. 
*  W.  E.  EiiFT,  Petroleum,  8  (1910).  27.      Sec  abo  page  362. 
*8.  Abbhbnius,  Z.  phytikal.  Chem.,  1  (IHH7),  2s5. 

«  HsaacHBL,  Proe.  Am.  Soe.  Tcntinq  Mntt-rinl^,  18  (1018),  ii.  363;  Tech.  Paper  So.  Ill 
Bimaa  oi  Standardn. 
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viscosity  from  two  oils  of  known  viscosity.  Since  there  is  no  definite  re- 
lation between  the  viscosity  and  the  density  of  oils  (except  when  they  are 
all  from  the  same  crude),  it  is  necessary  in  calculating  such  a  table  to  assume 
for  the  sake  of  simplicity  that  the  two  component  oils  have  the  same  density. 

Then  values  of  -  obtained  from  equation  (2)  may  be  used  in  equation  (1) 

in  place  of  /x  without  affecting  its  validity,  and  the  resulting  values  of 

of  the  blend  may  be  converted  into  corresponding  Saybolt  viscosities  by 
means  of  the  equation :  

(/i    .:01584 
1  +    /  ■*■  //xy  I  (3) 

Table  I  shows  the  Saybolt  viscosities  of  blends  containing  25,  50  and 
75  per  cent,  of  either  of  the  component  oils.  It  was  calculated  from  equa- 
tions (1)  and  (2),  the  need  of  the  somewhat  more  troublesome  equation  (3) 
being  avoided  by  a  graphical  method.  Each  line  of  the  table  shows  values 
of  Saybolt  viscosity  for  blends  with  a  given  viscosity  of  the  lighter  oil,  the 
headings  of  the  columns  showing  the  viscosity  of  the  heavier  oil.  Each 
rectangle  formed  by  the  intersection  of  a  line  and  a  column  contains  three 
values  which  are  viscosities  of  blends  of  the  two  oils  in  question.  Begin- 
ning at  the  top  of  a  rectangle  these  values  are  for  blends  containing  25,  50 
and  75  per  cent.,  respectively,  of  the  heavier  oil. 

Somewhat  more  accurate  results  may  be  obtained  if  correction  is  made 
for  the  difference  in  density  between  the  component  oils.  If  the  last  term 
in  equation  (2)  is  negligible,  and  it  is  assumed  that  the  table  applies  to  oils 
of  unit  density,  the  correction  for  density  may  be  made  by  entering  the 
table  with  the  corrected  Saybolt  viscosity  ty.  Correcting  the  viscosities 
of  both  components  in  this  manner,  and  finding  from  the  table  (or  from  a 
similar  table  for  higher  viscosities)  the  uncorrected  viscosity  of  the  blend, 
T,  it  is  necessary  first  to  find  the  density  of  the  blend  p  by  taking  the 
weighted  arithmetical  mean  of  the  densities  of  its  components.     Then  the 

T 
desired  viscosity  of  the  blend  is  equal  to  -  * 


BLENDING  CHARTS 

On  account  of  the  large  number  of  variables,  it  is  difficult  to  present 
Table  I  graphically.  Any  pair  of  oils  may  be  selected,  as  in  Fig.  128, 
but  to  give  all  the  information  in  the  table  in  this  manner  would  necessitate 
a  hurge  number  of  diagrams  with  no  means  of  readily  interpolating  between 
them.  If  Saybolt  viscosities  were  additive  the  lines  of  Fig.  128  would  be 
straight,  but,  as  may  be  seen,  the  greater  the  difference  in  the  viscosity  of 
tlie  component  oils,  the  greater  the  curvature  of  the  lines. 

Figure  129  is  perhaps  the  most  satisfactory  form  of  diagram  for  a  blend- 
ing chart.  Its  form  is  due  to  Espy,  but  it  was  plotted  from  data  of  Table 
I.  According  to  Espy,  the  data  from  a  series  of  tests  of  two  component 
oils  mixed  in  all  proportions  are  sufficient  to  enable  a  chart  to  be  prepared 


which  will  be  ftpplicsble  to  oils  of  all  crudes,  but,  as  will  be  show 
teata  covering  a  wider  range  of  viscosities  do  not  confirm  this. 
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CHBCK  OF  ESPY'S  RSSUITS 

While  there  was  a  fair  agreement  bctiveen  Espy's  results  and  UU 
it  was  desired  to  determine  whether  the  differences  which  appeand  t 
due  to  differences  in  viscosimetcrs,  the  neglect  of  density  variltiOB 
calculating  the  table,  or  other  causeii.  Fur  this  purpose,  the  teste  «( 
series  were  made  with  two  oils  of  approximately  the  same  viscuMlis 
used  by  Espy.  The  specific  gravities  of  these  oils  were  0.850  for  the  li|bt 
0.878  for  the  heavy,  while  Eapy 'e  vatueai  were  0.872  and  0.903,  respeclii 

If  It  is  the  viscosity  of  a  blend  as  ciiloilated  from  equation  (2) 
tt'ia  the  viscosity,  in  poises,  as  csti  inn  ted  from  the  viscosities  of  the  two< 

>  PttTata  aommunifation. 
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ponents,  theD  ^,  is  a  correction  factor  by  which  viacosities,  estimated  by 
equation    (I),  mugt  be  multiplied  to  obtain  the  values  as  given  by  teat. 
.-  is  a  corresponding  correction  factor  for  Saybolt  viscosities. 
Table  II  shows  correction  factors  calculated  from  results  c 


this  SI 


It  will  be  noticed  that  there  is  considerable  difference  between 
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Fia.  129. 
NOTB. — Aa  shown  by  the  point  on  the  dotted  line,  b  bleod  of  40  viscosity 
may  be  made  from  25  per  cent,  of  oil  of  400  viscosity  and  75  per  cent,  of  oil  of 
32  viscosity,  both  oils  and  the  btend  being  at  the  aams  temperature. 


the  correction  factors  for  viscosities  in  poises  and  in  Saybolt  seconds,  for  a 
given  test  at  low  viscosities,  but  that  the  difference  becomes  negligible  at 
high  viecositieB.  The  table  confirms  in  a  general  way  Espy's  results  for  a 
limited  range  of  viscosities,  and  shows  that  there  is  a  systematic  error  in 
equation  (1).  Table  I  is  affected  by  this  error,  as  well  as  by  the  neglect 
of  variations  of  density  in  its  calculation. 
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Table  II. — Check  op  Espy's  Results 


•     Per  cent, 
of  lighter 

W.  E.  Es 
lOO'F.  ( 

py  tests  a1 

f 

Bureau  of  Standards  testa  at 
68T.  (20'C.) 

oil  in 
blend 

t 

M 

t 

t 

M 

t 
V 

100 

55 

0.0754 

•  • .  •  • 

56.2 

0.0775 

95 

57 

0.0804 

0.977 

0.964 

60.1 

0.0866 

1.005 

1.012 

90 

60 

0.0876 

0.967 

0.948 

63.1 

0.0936 

0.994 

0.991 

85 

64 

0.0968 

0.965 

0.944 

66.0 

0.1002 

0.974 

0.961 

80 

68 

0.1060 

0.955 

0.934 

70.1 

0.1094 

0.971 

0.951 

75 

72 

0.1153 

0.937 

0.918 

74.8 

0.1198 

0.954 

0.940 

70 

76 

0.1240 

0.916 

0.893 

80.2 

0.1316 

0.951 

0.937 

65 

81 

0.1351 

0.902 

0.878 

85.2 

0.1424 

0.933 

0.919 

60 

87 

0.1483 

0.892 

0.870 

90.4 

0.1534 

0.913 

0.897 

55 

95 

0.1653 

0.895 

0.876 

98.2 

0.1698 

0.911 

0.898 

50 

103 

0.1823 

j  0.889 

0.872 

107.8 

0.1895 

0.920 

0.909 

45 

112 

0.2014 

0.886 

0.869 

114.6 

0.2037 

0.897 

0.884 

40 

122 

0.2220 

0.880 

0.866 

124.5 

0.2239 

0.891 

0.881 

35 

135 

0.2486 

0.886 

0.876 

141.5 

0.2580 

0.924 

0.921 

30 

149 

0.2776 

0.890 

0.882 

154.5 

0.2840 

0.922 

0.917 

25 

167 

0.3139 

0.907 

0.901 

169.2 

0.3138 

0.921 

0.917 

20 

A85 

0.3502 

0.914 

0.908 

187.0 

0.3490 

0.926 

0.923 

15 

205 

0.3909 

0.918 

0.916 

203.1 

0.3813 

0.916  , 

0.915 

10 

229 

0.4390 

0.932 

0.927 

240.4 

0.4540 

0.989 

0.985 

5 

254 

0.4895 

0.936 

0.935 

267.3 

0.507 

0.996 

0.995 

0 

300 

0.580 

295.2 

0.562 

TESTS  WITH  OILS  FROM  DIFFERENT  CRUDES,  BUT  OF  APPROZIMATELT  THE 
SAME  VISCOSITY  AT  THE  TEMPERATURE  OF  TEST 

In  order  to  determine  whether  the  correction  factor  varies  with  the  source 
of  the  crude  oil,  two  heavy  oils,  N  and  P,  one  of  naphthene  and  the  other  of 
parafRn  crude,  were  selected  of  approximately  the  same  viscosity  at  55**C. 
(131°F.)  and  blended  with  two  lighter  oils  M  and  Q  of  the  same  crudes. 
With  a  time  of  flow  much  over  500  seconds  it  is  very  difficult  to  get  check 
results;  but  if  the  time  is  decreased  by  raising  the  temperature,  there  is  an 
increase  in  the  error  due  to  the  change  in  volume  of  the  oil  after  it  leaves  the 
outlet  tube.  The  temperature  of  55°C.  was  adopted  as  a  compromise  be- 
tween these  considerations. 

It  was  found  that  the  maximum  correction  factor  was  obtained  for  a 
blend  of  .V  and  Q  and  the  minimum  factor  for  P  and  My  and  it  is  note- 
worthy that  these  are  both  blends  of  unlike  crudes.  Results  of  tests  on 
these  oils  mixed  in  various  proportions  are  given  in  Table  III,  and  it  is 
seen  that  the  correction  factors  are  lower  when  the  heavy  oil  is  of  naphthene 
than  when  it  is  of  paraffin  base. 
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Table  III. — Tests  op  Blends  op  Unlike  Crudes  at  55**C.  (131°F.). 


OUs 

Per  cent. 

of  lighter 
oilin 
blend 

Sp.  gr. 
15.6«  ^■ 

t 

1 

1 

t 

N  ^Q 

100 

0.885        111.5 

0.1965 

90 

.....         122.7 

0.2202 

0.945 

0.940 

80 

1    134.0 

;  0.2441 

0.883 

0.874 

70 

152.1 

0.2817 

0.853 

0.845 

60 

181.1 

0.3410 

0.863 

0.857 

50 

209.7 

0.3990 

0.846 

0.842 

30          290.2 

0.565 

0.839 

0.837 

20 

343.6 

0.674 

0.847 

0.837 

10 

424.0 

0.838 

0.873 

0.877 

0 

0.934 

577.4 

1.147 

P^-M 

100 

0.925 

111.7 

0.2060 

90 

1    126.6 

0.2363 

0.977 

0.975 

85 

1    136.3 

0.2557 

0.972 

0.971 

80      :     !    144.2 

0.2710 

0.952 

0.949 

70          170.2 

0.3220 

0.958 

0.957 

60          

203.8 

0.3861 

0.977 

0.974 

50 

238.5 

0.4520 

0.971 

0.968 

40 

278.9 

0.530 

0.960 

0.962 

35 



299.7 

0.568 

0.950 

0.951 

30 

323.2 

0.612     ' 

0.943 

0.945 

20 

377.1 

0.710     i 

0.930 

0.931 

10 

445.6 

0.836     i 

0.936 

0.936 

5 

j    481.1 

0.901 

0.925 

0.923 

0 

0.878        567.7 

1.060 

• 

N  JrM 

50 

219.5 

0.4282 

0.885 

0.882 

P  +  Q 

50 

236.2 

0.4376 

0.962 

0.959 

DIAGRAMS  FOR  ESTIMATING  CORRECTION  FACTORS 

« 

Fig.  130  shows  the  results  of  tests.  It  will  be  noted  that  the  time  ratio, 
or  correction  factor,  is  not  a  minimum  for  the  50  per  cent,  blends  which  are 
indicated  by  vertical  dotted  lines.  While  Fig.  130  is  convenient  for  inter- 
polation in  a  given  series  of  tests,  it  is  not  convenient  for  interpolation  be- 
tween one  series  and  another. 

In  order  to  reduce  the  number  of  variables,  it  was  decided  to  concentrate 
attention  upon  50  per  cent,  blends.  If  the  correction  factor  for  this  blend 
is  known,  the  factors  for  other  proportions  may  be  estimated  by  sketching 
curves  similar  in  shape  to  those  of  Fig.  130.     Curves  for  the  correction 

factor  - ,  come  to  a  somewhat  sharper  point  at  the  bottom.     The  variable 

due  to  nature  of  crude  may  be  eliminated  by  using  separate  diagrams  for 
naphthene  and  paraffin  crudes,  as  the  difference  between  them  is  not  so 
great  as  to  make  the  error  in  interpolating  between  them  of  serious  amount. 
24 
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Density  may  be  eliminated  by  using  poises  instead  of  Saybolt  viscosities. 
Then  the  only  remaining  variables  are  the  viscosities  of  the  two  component 
oils,  for  which  the  correction  factors  for  50  per  cent,  blends  are  desired- 

A  blend  of  any  proportion  may  be  considered  as  a  50  per  cent,  blend 
of  two  other  blends,  as,  for  example,  a  20  per  cent,  blend  is  a  blend  of  two 
others,  one  containing  10  and  the  other  30  per  cent,  of  the  component  in 
question.  By  estimating  the  viscosity  of  the  20  per  cent,  blend  from  the 
experimentally  determined  viscosities  of  the  10  and  30  per  cent-  blends,  a 
new  correction  factor  may  be  determined.     The  testa  with  gasoline  (series 


2),  different  crudes  (series  3)  and  blends  containing  kerosene  (series  4) 
were  used  in  this  manner  to  obtain  correction  factors  for  50  per  cent,  blends, 
and  the  results  are  shown  in  Fig.  131. 

The  ligure  is  divided  into  two  acctions  by  the  diagonal  line  marked  1.00, 
the  upper  portion  being  for  the  blends  P  +  M  and  the  lower  for  the  blends 
N  +  Q.  In  plotting  the  diagram  each  point  was  marked  with  the  corre- 
sponding value  of  -  ,  (not  shown)  and  the  linca  drawn  to  coikfoTm  as  weU  as 
possible  with  these  values,  as  in  making  a  contour  map.  As  might  be 
expected  from  the  preceding  figure,  the  points  for  the  upper  portion  of  the 
diagram  were  more  discordant  than  those  for  the  lower. 

The  range  of  viscoaitiea  in  Fig.  131  is  greater  than  met  with  in  actual 
blending  operations.  Excluding  steam  engine  cylinder  oils,  or  "cylinder 
stock,"  the  viscosities  vary  from  about  750  down  to  80  seconds  at  100*F. 
I37.8°C.),  or,  say,  1.5  to  0,12  poise.  In  the  extreme  case,  therefore,  the 
correction  factor  from  Fig.  131  would  be  0.75  for  naphthene  and  0.80  for 
parafTin  crudes.  eorrespoudiiiR  to  errors  in  viscosity  of  33  and  25  per  cent., 
respectivclj'.     The  errors  in  Saybolt  viscosity  would  be  somewhat  less. 
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The  estimation  of  the  viBcosity  of  blends  containing  cylinder  stock 
presents  an  additional  difficulty  on  account  of  the  error  in  measurement  of 
viscosities  due  to  the  change  of  volume  of  the  oil  after  leaving  the  outlet 
tube.  Espy  gives  results  of  testa  on  two  series  of  blends  of  oil  of  300  and 
55  seconds  viscosity,  the  temperature  of  test  being  in  one  case  lOO'F. 
(37.8'C.)  and  in  the  other  210°F.  (QS.S'C.).  Corresponding  v^uea  in  these 
series  agreed  within  one  second,  and  Espy  apparently  assumes  that  it 
would  be  entirely  safe  to  use  his  diagram  for  any  temperature.  It  is  be- 
lieved, however,  that  the  possibility  should  be  emphasised  of  serious  dis- 
agreement between  Fig.  131  and  experimental  results,  when  cylinder  stoclc 
is  used  at  temperatures  approaching  lOO'C,  unless  precautions  are  t^en  to 
avoid  the  error  above  mentioned. 


COIfClDSIOIlS 

The  evidence  of  the  tests  here  recorded  is  that  the  rule  that  the  logarithms 
of  the  viscosities  in  poises  are  additive  may  be  made  the  basis  of  an  estimate 
of  the  viscosity  of  a  blend.  The  determination  of  viscosities  in  poises,  from 
readings  of  the  Saybolt  viscosimeter,  has  been  discussed  in  previous  papers 
of  the  Bureau  of  Standards.  The  larger  the  difference  in  viscosity  of  the 
component  oils,  the  greater  trill  be  the  error  in  the  logarithmic  rule,  the  true 
viscosity  being  less  than  the  estimated  value.  For  equal  differences  of 
viscosity,  the  error  increases  as  the  viscosity  of  the  lighter  component  de- 
creases. The  true  viscosity  is  greater  than  that  calculated  on  the  assump- 
tion that  fluidities  are  additive. 

Since  it  was  found  that  the  error  in  the  logarithmic  rule  depends  upon 
the  source  of  the  component  oils,  it  seemed  preferable  to  use  an  uneorrMtMl 
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table  or  diagram  calculated  by  this  rule,  and  give  data  concerning  variations 
in  the  correction  factor,  so  that  each  user  of  the  diagram  could  select  the 
appropriate  correction  factor  for  the  crudes  at  hand.  Diagrams  are  given 
for  finding  the  correction  factor  for  50  per  cent,  blends  of  oils  of  any  crude 
or  any  viscosity,  and  for  then  estimating  the  correction  factor  for  blends  of 
other  proportions.  It  is  believed  that  by  this  means  the  error  in  estimating 
the  viscosity  of  a  blend  will  not  greatly  exceed  the  error  in  determining  the 
viscosity  of  the  component  oils. 


Specifications  for  Mechanism  Lubricating  Oil  as  Formulated  by  Com- 
mittee XVn  ot  the  Signal  Division  of  the  American  Railroad  Association 

SPECIFICATIONS  FOR  MECHANISM  LUBRICATING  OIL 

1919 

1.  Material. — (a)  The  oil  shall  be  guaranteed  by  the  manufacturer  to  be  straight  run, 
refined  and  filtered  from  one  hundred  per  cent.  (100  per  cent.)  pure  Pennsylvanian  crude  oil, 
obtained  by  fractional  distillation,  unmixed  with  any  other  substance,  and  not  acid  treated. 

(6)  The  oil  shall  be  not  darker  than  four  (4)  (salmon)  in  color  on  the  Saybolt  colorimeter, 
neutral  and  free  from  vegetable  or  animal  oils  or  fats,  paraffin,  alkali,  or  foreign  matter. 

(e)  The  oil  shall  conform  to  the  following  requirements: 

1.  Gravity.     Baum6  32>r  to  33>r. 

2.  Flash.     Minimum  346*F.  (174*C.). 

3.  Fire.     Minimum  395*F.  (202*C.). 

4.  Viscosity.     85  see.  minimum  at  100*F.  (38*C.);  30  sec.  minimum  at  212*F.  (lOO^C). 

5.  Cold,     aoud  lO'F.  (12*C.);  Pour  -5'F.  (-15*C.);  Flow  -25'F.  (-3.9°C.). 

6.  Moisture.     None. 

7.  Evaporation.     Not  more  than  2.75  per  cent,  at  212''F.  (lOO^C.)  for  eight  (8)  hours 

8.  Sulphur.     None. 

9.  Acid.     None. 

1.  Inspection. — Standard  clauses  submitted  by  the  Committee  on  Standard  Clauses  and 
Sections  are  to  be  inserted,  if  approved  by  the  Division. 

S.  Tests. — Standard  clauses  submitted  by  the  Committee  on  Standard  Clauses  and 
Sections  are  to  be  inserted,  if  approved  by  the  Division. 

(d)  Sample  for  test  shall  be  taken  from  the  bottom  of  the  oil  through  an  opening  in  the 
container  or  by  the  use  of  a  thief. 

(<)  Tests  shall  be  made  in  accordance  with  the  following  methods. 

1.  Gravity  Test. — Gravity  shall  be  made  by  the  use  of  a  hydrometer,  Westphal  balance  or 
pycnometer.  Observation  shall  be  taken  with  the  sample  sixty  (60)  degrees  F.  (16"C.). 
compared  with  water  at  the  same  temperature.  Correction  for  the  buoyant  effect  of  the 
atmosphere  shall  be  made  when  necessary.  (Degree  Baurn^  may  be  obtained  through  the 
use  of  the  formula  adopted  by  the  Bureau  of  Standards.) 

2.  Plaah  Teat. — (a)  The  flash  test  shall  be  made  in  the  Cleveland  Open-Cup  consisting 
of  two  parts,  one  the  cup,  the  other  a  brass  metal  plate  five  (5)  inches  in  diameter  by  one- 
fourth  O4)  inch  thick,  slightly  recessed  in  its  upper  face  to  receive  the  base  of  the  cup.  The 
metal  plate  and  oil  holder  are  usually  mounted  on  a  tripod  to  which  a  wire  is  attached  for 
supporting  the  thermometer.  The  latter  may  be  supported  by  a  clamp  on  a  ring  stand  or 
by  a  chain.  The  thermometer  used  shall  be  of  the  engraved  chemical  stem  "bulb  immer- 
sion "  type,  corrected  for  one  (1)  inch  immersion  and  reading  to  approximately  seven  hundred 
(700)  degrees  F.  (371  *C.).  The  bulb  shall  be  about  three-eighths  (H)  inch  long,  not  ex- 
ceeding one-half  (H)  inch.  The  thermometer  shall  be  suspended  in  the  center  of  the  cup, 
and  free  from  the  bottom  by  one-eighth  (H)  inch.  Fill  cup  to  within  one-half  (H)  inch 
from  the  top.  Avoid  overheating  locally  by  wiping  the  flange  free  of  oil  and  not  allowing 
oil  to  be  spattered  up  the  sides  of  the  cup. 

(6)  The  oil  shall  be  heated  at  a  uniform  rate  of  ten  (10)  degrees  F.  per  minuts;  and  at 
approximately  twenty-five  (25)  degrees  F.  below  the  expected  flash-  tli*  *» 
at  every  rise  of  five  (6)  degrees  F.  by  resting  the  gat  tube  <m  tlM 
ing  for  the  flash  in  a  semicircle  around  the  thermomMar  *■ 
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of  the  cap,  carnring  the  flame  level  with  the  top  of  the  cup.  Tlie  temperature  at  which 
flashes  occur  on  the  surface  of  the  oil  at  two  points  or  one  that  covers  at  least  half  of  the 
surface  and  immediately  goes  out  shall  be  recorded  as  the  flash  test. 

(c)  The  testing  flame  is  provided  by  using  a  slender  tube  tapered  at  one  end  to  an  openiat 
approximately  one-sixteenth  (He)  inch  diameter.  The  flame  should  be  in  the  form  of  a 
bead  and  not  more  than  one-eighth  Gi )  inch  diameter. 

3.  Fire  Test. — The  fire  test  shall  be  made  by  continuing  the  flash  test,  the  operaticn 
being  the  same  except  in  the  application  of  the  test  flame.  The  flame  in  the  fire  test  shaD  be 
quickly  brought  to  one-sixteenth  (Me)  inch  above  the  surface  of  the  oil  near  the  center  ol 
the  cup  and  as  quickly  removed.  The  fire  test  is  usually  from  forty  (40)  degrees  F.  (40*C.) 
to  eighty  (80)  degrees  F.  (27*C.)  higher  than  the  flash  test;  the  temperature  to  which  the 
oil  must  be  heated  to  cause  it  to  give  off  gases  which  will  bum  continuously  when  a  flams  is 
applied  above  the  surface  of  the  oil,  shall  be  the  fire  test. 

4.  VUeotity  Tett — The  viscosity  test  shall  be  nuule  by  using  the  Saybolt  Universsl 
Viscosimeter.  The  oil  tube  shall  be  swabbed  with  the  plunger  accompansring  the  instru- 
ment by  using  oil  from  sample,  making  sure  the  overflow  tube  is  not  obstructed.  Stnun 
the  oil  into  the  oil  tube  at  a  temperature  not  above  that  of  the  bath,  stir  until  the  oil  is  (rf  the 
test  temperature  throughout,  remove  the  thermometer,  remove  the  excess  oil  from  the  ovsr> 
flow  chamber  with  the  pipette  and  proceed  with  the  test.  The  elapsed  time  in  seconds  re- 
quired for  the  oil  to  fill  the  flask  to  the  60  c.c.  mark  on  the  neck  shall  be  the  viscosity  of 
the  oil. 

5.  Cold  Teat. — (a)  The  cold  test  shall  be  made  by  using  a  glass  jar  approximately  one  and 
one-fourth  (1>4)  inch  in  diameter  and  four  (4)  to  five  (5)  inches  high,  provided  with  s 
tightly  fitting  cork.  The  glass  jar  shall  be  incased  in  a  closely  fitting  metal  jacket, 
which  shall  be  provided  at  the  bottom  with  a  disc  of  cork  or  felt  one-fourth  {^i )  inch  thick. 

(b)  A  bulb  immersion  type  mercury  thermometer  having  a  bulb  one-fourth  (^i)  inch  to 
three-eighths  {H )  inch  long  shall  be  fitted  securely  in  the  cork  so  that  the  shaft  will  be  held 
centrally  in  the  jar  with  the  tip  of  the  bulb  one-half  (>S)  inch  from  the  bottom. 

(c)  The  oil  shall  be  placed  in  the  jar  to  a  depth  of  about  one  and  one-fourth  (.lyi)  inch,  or 
to  a  sufficient  depth  to  reach  about  one-fourth  (K )  inch  above  bulb  of  thermometer.  I^t 
the  cork  tightly  into  the  jar.  put  thermometer  in  cork,  making  sure  that  bottom  of  bulb  is 
about  one-half  (>^)  inch  from  the  bottom  of  the  jar.  Place  jar  in  metal  jacket  and  place 
jacket  in  freezing  mixture. 

.  (d)  Cloud  — When  near  the  expected  cloud  point,  at  every  drop  of  two  (2)  degrees  F. 
remove  the  jar  from  the  jacket  and  inspect,  being  careful  not  to  disturb  the  oil  by  removing 
the  thermometer  or  otherwise.  The  cloud  test  of  the  oil  shall  be  the  temperature  at  which 
the  lower  half  of  the  sample  becomes  opaque. 

(e)  Pour — The  test  shall  be  continued  and  at  each  drop  of  temperature  of  (5)  degrees  F. 
remove  the  jar  from  jacket  and  tilt  just  enough  to  make  it  flow,  and  five  (5)  degrees  higher 
than  the  temperature  of  the  oil  which  has  been  cooled  so  that  it  will  not  flow  when  the  jar  is 
tipped  to  a  horizontal  position,  shall  be  the  pour  tefct.  The  rate  of  cooling  ahall  be  such 
that  the  pour  test  is  complete  in  about  one-half  (>i )  hour. 

(/)  Flow. — Continue  lowering  the  temperature  until  the  sample  has  frosen  solid.  The 
flow  point  shall  be  the  lowest  temperature  at  which  the  previously  frosen  oil  will  flow  with  a 
gradual  rise  in  temperature. 

6.  Moiature  Teat. — The  moisture  test  shall  be  made  by  taking  a  sample  from  the  bottom 
of  the  container,  which,  when  placed  in  a  clean  and  dry  glass  or  porcelain  beaker  and 
stirred  without  touching  the  sides  or  bottom  with  a  one-fourth  (M)  inch  brass  or  iron  rod 
heated  to  a  cherry  red,  shall  not  cause  a  snapping  sound. 

7.  Evapcration  Teat. — (a)  The  evaporation  test  shall  be  made  by  the  use  of  Freaa  elec- 
trically heated  oven,  in  which  shall  bo  placed  near  the  outer  edge  of  the  revolving  table  ten 
(10)  grama  (15.4  grains  avdp  )  of  oil  in  an  aluminum  dish  having  the  following  dimensions: 

Inside  diameter — 64  to  65  mm.  (about  2,5  in.) 
Inside  height — 12  to  14  mm.  (about  >i  in.) 
ThickneBB  of  metal — 1  to  1.5  mm.  (about  0,050  in.) 
Weight  of  dish — 14  to  15  grama  (about  216  to  232  grains  avdp.) 

(b)  The  evaporation  shall  be  expressed  in  percentage  of  loaa  in  weight  to  the  initial  wei^t 
of  oil. 

8.  Acid  Test. — (a)  The  acid  test  shall  be  made  by  agitating  thoroughly  a  solution  at  the 
boiling-point  of  five  (5)  grams  of  the  oil  with  twenty-five  (25)  c.c.  of  distilled  water  aad 
twenty-five  (25)  c.c.  of  ninety-five  (95)  per  cent,  alcohol.  A  few  drops  of  phriTinlphthllsin 
shall  be  added  as  an  indicator  and  the  result,  if  colorless  (indicating  add  proBonQ, 
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be  titrated  with  one-tenth  (Ho)  normal  alkali,  free  from  carbonate  until  permanently  pink 
when  agitated.  The  percentage  of  add  shall  be  calculated  from  reading  the  burette  and 
shown  in  percentage  of  oleic  acid  or  as  an  acid  number  (milligrams  of  potassium  hydroxide 
required  to  saturate  the  free  add  in  one  gram  of  oil). 

One  (1)  c.e.  of  one-tenth  (Ho>  alkali  (.0560  m/g  of  KOH  -  0.0282  gram  of  oldc  add). 

(a)  (Alkali,  one  (1)  o.c.  of  which  is  equivalent  to  0.00993  gram  of  KOH  and  one  (1)  c.c. 
of  which  is  equivalent  to  one-half  (>;)  per  cent,  of  oleic  acid  may  be  used). 

(6)  A  strip  of  polished  copper  shall  not  tarnish  when  placed  in  a  sample  of  oil  at  two 
hundred  and  twelve  (212)  degrees  F.  (100*C.)  for  eight  (8)  hours. 

(c)  A  sample  of  oil  shall  not  darken  more  than  two  (2)  numbers  on  the  Saybolt  colorimeter 
when  held  for  Qve  (5)  minutes  at  the  flash- test, neat. 

4.  MirKing. — Standard  clauses  submitted  by  the  Committee  on  Standard  Clauses  and 
Sections  are  to  be  inserted,  if  approved  by  the  Division. 

f .  Packing. — The  oil  shall  be  put  in  clean,  dry  containers  of  the  kind  and  capadty  as 
spedfied  on  tne  purchaser's  ordei  sheet  and  shall  be  protected  so  as  to  permit  convenient 
handling  and  to  prevent  loss  or  damage  during  shipment. 

Specifications  for  Zero  Fahrenheit  Lubricating  Oil  as  Formulated  by  Com- 
mittee XVI  of  the  Signal  Division  of  the  American  Railroad  Association 

SPECIFICATIONS  FOR  ZERO  FAHRENHEIT  LUBRICATING  OIL 

1910 

1.  Purpose. — The  purpose  of  this  spedfication  is  to  provide  for  a  lubricating  oil  for  signal 
mechanisms  and  crossing  protection  apparatus  in  territories  where  tne  temperature  does 
not  fall  below  sero  (0)  degrees  Fahr.     This  oil  shall  not  be  used  on  relays  or  in  dash  oil  pots. 

1920. 

5.  MateriaL — (a)  Oil  shall  be  pale  in  color,  neutral  and  free  from  vegetable  or  animal  oils 
or  fats,  alkali  or  fordgn  matter.  1920. 

(6)  Oil  shall  conform  to  the  following  requirements: 

1.  Flash.     Minimum  306'F.  (161.7'C.). 

2.  Fire.     Minimum  346*F.  (173.9'C.). 

3.  Viscosity.  100  sec.  minimum  to  136  sec.  maximum  at  lOO^F.  (37.8*C.)  on  the 
universal  Saybolt  visconmeter. 

4.  Cold.     Pour  O'F.  (17.8'C.) 

5.  Moisture.     None. 

6.  Sulphur.     Free  sulphui^r-None. 

7.  Add.     Not  more  than  0.03  of  1  per  cent,  calculated  as  SOi.  1920. 
S.  Inspection. — (a)  Purchaser  may  inspect  the  material  at  all  stages  of  maniifacture. 

1919. 
(6)  Purchaser  may  inspect  the  completed  product  to  determine  that  the  requirements 
of  this  spedfication  have  been  met.  1919. 

(c)  If  the  material  has  not  been  accepted  at  point  of  production,  and  if,  upon  arrival  at 
destination,  it  does  not  meet  the  requirements  of  this  spedfication,  it  may  be  rejected  and 
the  contractor,  upon  request,  shall  advise  the  purchaser  what  dispodtion  is  to  be  made  of 
the  defective  material.     The  contractor  shall  pay  all  freight  charges.  1919. 

(d)  If  the  purchaser  is  to  make  inspection  at  point  of  production  it  shall  be  so  stated. 

1917. 

4.  Tests. — (a)  Tests  may  be  made  at  point  of  production,  or  on  samples  submitted,  and 
m»y  also  be  made  at  destination.  1919. 

(6)  Contractor  shall  give  the  purchaser  suffident  notice  of  time  when  material  will  be 
ready  for  testing.  1919. 

<c)  Contractor  shall  provide  at  point  of  production  apparatus  and  labor  for  making  the 
required  tests  under  supervidon  of  th^  purchaser.  1919. 

(d)  Sample  for  test  shall  be  taken  from  the  bottom  of  the  oil  through  an  opening  in  the 
eontainer  or  by  use  of  a  thief.  1919. 

(•)  Tests  shall  be  made  in  accordance  with  the  following  methods. 

1.  Wliuk  Tsil.— (a)  The  flash  test  shall  be  made  in  the  Cleveland  open-cup,  consisting  of 
two  pertPi  4MM  tlM  cop,  tlM  othar  a  hfiit  metal  plate  five  (5)  inches  in  diameter  by  one-fourth 
di)  ilMli  tiMb  rillMIr  ]  V  teoe  to  receive  the  base  of  the  cup.     The  meUl 
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plate  and  oil  holder  are  UBually  mounted  on  a  tripod  to  which  a  wire  is  attached  for  Buppon- 
ing  the  thermometer.  The  latter  may  be  supported  by  a  damp  on  a  rinc  atand  or  by  a 
chain.  The  thermometer  need  shall  be  of  the  engraved  ohemical  stem  "bulb  immenioB" 
type,  corrected  for  one  (1)  inch  immersion  and  reading  to  approximately  seven  himdied 
(700)  degrees  F.  (371  *C.).  The  bulb  shall  be  about  three-eighths  iH)  inch  long,  not  ex- 
ceeding one-half  iH )  inch.  The  thermometer  shall  be  suspended  in  the  center  of  the  cap, 
and  free  from  the  bottom  by  one-eighth  (H)  inch.  Fill  cup  to  within  one-half  (H)  ueh 
from  the  top.  Avoid  overheating  locally  by  wiping  the  flange  free  of  mI  and  not  allowiat  oil 
to  be  spattered  up  the  sides  of  the  cup.  1090. 

(6)  The  oil  shall  be  heated  at  a  uniform  rate  of  ten  (10)  degrees  F.  per  minute,  and  st 
approximately  twenty-five  (25;  degrees  F.  below  the  expected  flash  the  test  shaU  be  i^ipGcd 
at  every  rise  of  five  (5)  degrees  P.  by  resting  the  gas  tube  on  the  edge  of  the  cup  and  sesreh* 
ing  for  the  flash  in  a  semicircle  around  the  thermometer,  midway  between  it  and  theionde 
of  the  cup,  carr}ring  the  flame  level  with  the  top  of  the  cup.  The  temperature  at  vUdi 
flashes  occur  on  the  surface  of  the  oil  at  two  points  or  one  that  covers  at  least  half  of  the 
surface  and  immediately  goes  out  shall  be  recorded  as  the  flash  test.  1030. 

(c)  The  testing  flame  is  provided  by  using  a  slender  tube  tapered  at  one  end  to  an  openinc 
approximately  one-sixteenth  (Me)  inch  diameter.  The  flame  should  be  in  the  form  of  a 
bead  and  not  more  than  one-eighth  (H )  inch  diameter.  1020. 

2.  Fire  Test. — The  fire  test  shall  be  made  by  continuing  the  flash  test,  the  operatioe 
being  the  same  except  in  the  application  of  the  test  flame.  The  flame  in  the  fire  test  shall  be 
quickly  brought  to  one-sixteenth  (Ms)  inch  above  the  surface  of  the  oil  near  the  center  of 
the  cup  and  as  quickly  removed.  The  fire  test  is  usually  from  forty  (40)  degrees  F.  to 
eighty  (80)  degrees  F.  higher  than  the  flash  test,  the  temperature  to  which  the  oil  mutt 
be  heated  to  cause  it  to  give  off  gases  which  will  burn  continuously  when  a  flame  is  applied 
above  the  surface  of  the  oil,  shall  be  the  fire  test.  1020. 

3.  Viicosity  Test. — The  viscosity  test  shall  be  made  by  using  the  Saybolt  univensl 
viscosi meter.  The  oil  tube  shall  be  swabbed  with  the  plunger  accompanjrins  the  instnuneat 
by  using  oil  from  sample,  making  sure  the  outflow  tube  is  not  obstructed.  Strain  the  oil 
into  the  oil  tube  at  a  temperature  not  above  that  of  the  bath,  stir  imtil  the  oil  is  of  the  teit 
temperature  throughout,  remove  the  thermometer,  remove  excess  oil  from  the  overflow 
chamber  with  the.  pipette  and  proceed  with  the  test.  The  elapsed  time  in  seconds  required 
for  the  oil  to  fill  the  flask  to  the  60  c.c.-mark  on  the  neck  shall  be  the  viscosity  of  the  oil. 

1020. 

4.  Cold  Test. — (a)  The  cold  test  shall  be  made  by  using  a  glass  jar  approximately  one 
and  one-fourth  (IVi)  inch  in  diameter  and  four  (4)  to  five  (5)  inches  high  provided  with  a 
tightly  fitting  cork.  The  glass  jar  shall  be  incased  in  a  closely  fitting  metal  jacket  which 
Hhall  be  provided  at  the  bottom  with  a  disk  of  cork  or  felt  one-fourth  (^4)  inch  thick. 

1020. 

(6)  A  bulb  immersion  type  mercury  thermometer  having  a  bulb  one-fourth  (^4)  inch  to 
three-eiKhths  (f^)  inch  long  shall  be  fitted  securely  in  the  cork  so  that  the  shaft  will  be  held 
centrally  in  the  jar  with  the  tip  of  the  bulb  one-half  (>i)  inch  from  the  bottom.  A  toluol 
thermometer  shall  be  used  for  temperatures  lower  than  —20*^.  (  — 20.9*C.). 

(r-1 )  Material  used  in  the  freezing  mixture  varies  with  the  temperature  required  to  cau*e 
the  oil  to  solidify.  Use  cracked  ice  for  a  temperature  above  1.7*C.  (36*F.).  From  — 0.4*C. 
(15*F.)  to  -20.0'C  (-5°F.)  use  ice  and  salt  in  proportion  of  one  to  two.  The  salt  shall 
be  dry  and  fine  enough  to  pass  through  a  20  mesh  screen.  For  temperatures  lower  than 
—  20.6*C.  (  — S'F.)  use  a  mixture  of  solid  carbon  dioxide  and  acetone. 

(c-2)  The  carbon  dioxide-acetone  mixture  may  be  made  as  follows: 

Place  a  sufficient  amount  of  dry  acetone  in  a  covered  copper  or  nickel  beaker.  Place  the 
beaker  in  an  ice-salt  mixture  and  when  the  acetone  reaches  lO'F.  or  less,  add  solid  carbon 
dioxide  gently  until  the  desired  temperature  is  reached.  To  obtain  the  solid  carbon  dioxide, 
invert  an  ordinary  liqueGcd  carbon  dioxide  cylinder,  open  the  valve  carefully  and  let  thegw 
flow  into  a  chamois  skin  bag.     Rapid  evaporation  will  cause  the  carbon  dioxide  to  solidify- 

1920. 

id)  The  oil  shall  be  placed  in  the  jar,  to  a  depth  of  about  one  and  one-fourth  (IK)  ^^ 
or  to  a  sufficient  depth  to  reach  about  one-fourth  (^4 )  inch  above  bulb  of  thermometer*  F>^ 
the  cork  tightly  into  the  jar,  put  the  thermometer  in  cork,  making  sure  that  bottom  of  bulb 
is  about  one-half  (^^)  inch  from  the  bottom  of  the  jar  Place  jar  in  metal  jacket  andple* 
jacket  in  freezing  mixture.  iVfL 

(e)  Pour. — When  near  the  expected  pour  point,  j»t  every  drop  in  temperaturr  * 
remove  the  jar  fron-  the  jacket  and  ohill  just  enough  to  make  it  flow,  and  5  pm 


APPENDIX  377 

chmn  the  temperature  of  the  oil  which  has  been  cooled,  so  that  it  will  not  flow  when  the  jar 
is  tipped  to  a  horisontal  position,  shall  be  the  pour  test  1920. 

5.  Mtntture  Teat. — The  moisture  test  shall  be  made  by  taking  a  sample  from  the  bottom 
of  the  container,  which,  when  placed  in  clean  and  dry  glass  or  porcelain  beaker  and  stirred 
without  touching  the  sides  or  bottom  with  a  one-fourth  (K )  inch  brass  or  iron  rod  heated  to  a 
cherry  red,  shall  not  cause  a  snapping  sound.  1920. 

6.  Add  Te*t. — (a)  The  acid  test  shall  be  made  by  agitating  thoroughly  a  solution  at  the 
boiling-point  of  five  (5)  grams  of  the  oil  with  twenty-five  (25)  c.c.  of  distilled  water  and 
twenty-five(25)c.c.  of  ninety- five(95)per  cent,  neutralised  alcohol.  A  few  drops  of  phenolph- 
thalein  shall  be  added  as  an  indicator  and  the  result,  if  colorless  (indicating  acid  present), 
shall  be  titrated  with  one-tenth  (Ho)  normal  alkali,  free  from  carbonate,  until  permanently 
pink  when  agitated.'  The  percentage  of  acid  shall  be  calculated  from  reading  the  burette 
and  shown  in  percentage  of  SOi  or  as  an  acid  number  (milligrams  of  potassium  hydroxide  re- 
quired to  saturate  the  free  acid  in  one  gram  of  oil).  One  (1)  c.c.  of  one-tenth  (Ho)  alkali 
equals  four  (4)  m/g  SOi.  1920. 

(6)  A  strip  of  polished  copper  shall  not  tarnish  when  placed  in  a  sample  of  oil  at  two 
hundred  and  twelve  (212)  degrees  F.  (lOO^C.)  for  eight  (8)  hours.  1920. 

f .  Marking. — (a)  Purchaser's  order  and  requisition  number,  name  of  consignor  and  name 
and  address  of  consignee  shall  be  plainly  marked  on  outside  of  package.  1910. 

(6)  Detail  list  of  loose  pieces,  containers  and  their  contents  shall  be  fumishecl  for  each 
shipment.  Where  carload  shipments  are  made,  routing  and  car  identification  shall  be 
shown.  1919. 

(c)  Where  carload  shipments  are  made,  each  package  shall  be  marked  with  contents; 
order  number  and  address  may  be  omitted.  1919. 

6.  Packing. — The  oil  shall  be  put  in  clean  dry  containers  of  the  kind  and  capacity  as 
specified  on  the  purchaser's  order  sheet  and  shall  be  protected,  so  as  to  permit  convenient 
handling  and  to  prevent  loss  or  damage  during  shipment.  1920. 


Specifications  for  45°  Below  Zero  Fahrenheit  Lubricating  Oil  as  Formulated 
by  Committee  XVI  of  the  Signal  Division  of  the  American  Railroad 

Association 

SPECIFICATIONS  FOR  M**  BELOW  ZERO  FAHRENHEIT  LUBRICATING  OIL 

1910 

1.  Purpose. — The  purpoee  of  this  specification  is  to  provide  for  a  lubricating  oil  for  signal 
mechanisms.     This  oil  shall  not  be  used  in  oil  dash  pots.  1920. 

1.  MateriaL — (a)  The  oil  shall  be  pale  in  color,  neutral  and  free  from  vegetable  or  animal 
oils  or  fats,  alkali  or  foreign  matter.  1920. 

(6)  The  oil  shall  conform  to  the  following  requirements: 

1.  Flash.     Minimum  290T.(143.3»C.). 

2.  Fire.     Minimum  325'F.(162.8*C.). 

3.  Viscosity.     Minimum  80  sec.  at  100**F.  (37. 8*^0.)  on  the  universal  Saybolt  viscosimeter. 

4.  Cold.     Pour  at  -45'F. 

5.  Moisture.     None. 

6.  Sulphur.     Free  sulphur — None. 

7.  Acid.     Not  more  than  0.03  of  1  per  cent,  calculated  as  SOa.  1920. 
S.  Inspection. — (a)  Purchaser  may  inspect  the  material  at  all  stages  of  manufacture. 

1919. 

(b)  Purchaser  may  inspect  the  completed  product  to  determine  that  the  requirements  of 
this  specification  have  been  met.  1919. 

(e)  It  the  material  has  not  been  accepted  at  point  of  production,  and  if,  upon  arcival  at 
destination,  it  does  not  meet  the  requirements  of  this  specification,  it  may  be  rejected  and 
the  contractor,  upon  request,  shall  advise  the  purchaser  what  disposition  is  to  be  made  of 
the  defective  material.     The  contractor  shall  pay  all  freight  charges.  1919. 

(ri)  If  the  purchaser  is  to  make  inspection  at  point  of  production,  it  shall  be  so  stated. 

1917. 

4.  Tests. — (a)  Tests  may  be  made  at  point  of  production  or  on  samples  submitted,  and 
may  also  be  made  at  destination.  1919. 
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(6)  Contractor  ahaJl  giy«  the  purohaaer  sufficient  notice  of  time  when  materiel  win  U 
ready  for  testing.  1919. 

(c)  Contractor  shall  provide,  at  a  point  of  production,  apparatus  and  labor  for  making  the 
required  tests  under  supervision  of  the  purchaser.  1919. 

(d)  Sample  for  test  shall  be  taken  from  the  bottom  of  the  oil  tiurough  an  opening  in  the 
container  by  use  of  a  thief.  1919. 

(e)  TestB  shall  be  made  in  accordance  with  the  following  methods. 

1.  Flash  Teat. — (a)  The  flash  test  shall  be  made  in  the  Cleveland  open-eup,  c<wsisting  of 
two  parts,  one  the  cup.  the  other  a  brass  metal  plate  five  (5)  inches  in  diameter  by  one- 
fourth  iH )  inch  thick,  slightly  recessed  in  its  upper  face  to  receive  the  base  of  the  cup.  The 
metal  plate  and  oil  holder  are  usually  mounted  on  a  tripod  to  which  a  wire  is  attached  for 
supporting  the  thermometer.  The  latter  may  be  supported  by  a  damp  on  a  ring  stand  or 
by  a  chain.  The  thermometer  used  shall  be  of  the  engraved  chemical  stem  "bulb  imme^ 
sion"  type,  corrected  for  one  (1)  inch  immersion  and  reading  to  approximately  seven 
hundred  (700)  degrees  F.  (37rC.).  The  bulb  shah  be  about  three-eighths  (H)  inch  long, 
not  exceeding  one-half  (>3 )  inch.  The  thermometer  shall  be  suspended  in  the  center  of  the 
cup,  and  free  from  the  bottom  by  one-eighth  (Vfi)  inch.  Fill  the  cup  to  within  one^haU 
(>3 )  inch  from  the  top.  Avoid  overheating  locally  by  wiping  the  flange  free  d  oil  and  not 
allowing  oil  to  be  spattered  up  the  sides  of  the  cup.  1920. 

(6)  Th6  oil  shall  be  heated  at  a  uniform  rate  of  ten  (10)  degrees  F.  per  minute,  and  at 
approximately  twenty-five  (25)  degrees  F.  below  the  expected  flash  the  test  shall  be  applied 
at  every  rise  of  five  (5)  degrees  F.  by  resting  the  gas  tube  on  the  edge  of  the  cup  and  search- 
ing for  the  flash  in  a  semicircle  around  the  thermometer,  midway  between  it  and  the  inadi 
of  the  cup,  carrying  the  flame  level  with  the  top  of  the  cup.  The  temperature  at  which 
flashes  occur  on  the  surface  of  the  oil  at  two  points  or  one  that  covers  at  least  half  of  the 
surface  and  immediately  goes  out  shall  be  recorded  as  the  flash  test.  1920. 

(e)  The  testing  flame  ia  provided  by  using  a  slender  tube  tapered  at  one  end  to  an  opwdng' 
approximately  one-sixteenth  (Hi )  inch  in  diameter.  The  flame  should  be  in  the  form  cl  a 
bead  and  not  more  than  one-eighth  (H )  inch  diameter.  1920. 

2.  Fire  Test. — The  fire  test  shall  be  made  by  continuing  the  flash  test,  the  eopratioa 
being  the  same  except  in  the  application  of  the  test  flame.  The  flame  in  the  fire  test  shall  be 
quickly  brought  to  one-sixteenth  (He)  inch  above  the  surface  of  the  oil  near  the  center  of 
the  cup  and  as  quickly  removed.  The  fire  test  is  usually  from  forty  (40)  degrees  F.  (44 *C.) 
to  eighty  (80)  degrees  F.  (27*C.)  higher  than  the  flash  test,  the  temperature  to  which  the 
oil  must  be  heated  to  cause  it  to  give  ofT  gasses  which  will  bum  continuously  when  a  flame 
is  applied  above  the  surface  of  the  oil,  shall  be  tbe  fire  test.  1920. 

3.  Viecoeity  Teat — The  viscosity  test  shall  be  made  by  using  the  Saybolt  universal 
viBCoeimeter.  The  oil  tube  shall  be  swabbed  with  the  plunger  accompanjring  the  instru- 
ment by  using  oil  from  samples,  making  sure  the  outflow  tube  is  not  obstructed.  Strain 
the  oil  into  the  oil  tube  at  a  temperature  not  above  that  of  the  bath,  stir  until  the  oil  is  of 
the  test  temperature  throughout,  remove  the  thermometer,  remove  the  excess  oil  from  the 
overflow  chamber  with  the  pipette  and  proceed  with  the  test.  The  elapsed  time  in  seconds 
required  for  the  oil  to  fill  the  flask  to  the  60  c.c.  mark  on  the  neck  shall  be  the  viscosity  of  the 
oil.  1920. 

4.  Cold  Teat. — (a)  The  cold  test  shall  be  made  by  using  a  glass  jar  approximately  one  and 
one-fourth  (1>4)  inch  in  diameter  and  four  (4)  to  five  (5)  inches  high  provided  with  a  tightly 
fitting  cork.  The  glass  jar  shall  be  incased  in  a  closely  fitting  metal  jacket  which  shall  be 
provided  at  the  bottom  with  a  disk  of  cork  or  felt  one-fourth  (H )  inch  thick.  1920. 

(6)  A  bulb  immersion  type  mercury  thermome^r  having  a  bulb  one-fourth  (>1 )  inch  to 
three-eighths  (f  h  )  inch  long  shall  be  fitted  securely  in  the  cork  so  that  the  shaft  will  be  held 
centrally  in  the  jar  with  the  tip  of  the  bulb  one-half  (>  )  inch  from  the  bottom.  A  toluol 
thermometer  shall  be  used  for  temperatures  lower  than  —  20*^.  1920. 

(r-1)  Materials  used  in  the  freezing  mixture  vary  with  the  temperature  required  to  cause 
the  oil  to  solidify.  Use  cracked  ice  for  a  temperature  above  1.7°C.  (35*F.);  from  —  9.4*C. 
(15°F.)  to  20  6*0.  (  —  5*F.)  use  ice  and  salt  in  proportion  of  one  to  two.  The  salt  should.be 
dry  and  fine  enough  to  pass  through  a  twenty  (20)  mesh  screen.  For  temperature  lower 
than  —  20. CC.  ( —  5°F.)  use  a  mixture  of  solid  carbon  dioxide  and  acetone.  1920. 

(c-2)  The  carbon  dioxide-acetone  mixture  may  be  made  as  follows:  Place  a  sufficient 
amount  of  dry  acetone  in  a  covered  copper  or  nickel  beaker.  Place  the  beaker  in  an  ice-salt 
mixture  and  when  the  acetone  reaches  lOT.  or  less,  add  solid  carbon  dioxide  gently  until 
the  desired  temperature  is  reached.     To  obtain  the  solid  carbon  dioxide,  invert  an  ordinary 
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liquefied  carbon  dioxide  cylinder,  open  the  valve  carefully  and  let  the  gas  flow  into  a  chamoia 
akin  bag.     Rapid  evaporation  will  cause  the  carbon  dioxide  to  solidify.  1920. 

(d)  The  oil  shfdl  be  placed  in  the  jar  to  a  depth  of  about  one  and  one-fourth  (l>i )  inch, 
or  to  a  sufficient  depth  to  reach  about  one-fourth  {^i )  inch  above  the  bulb  of  thermometer. 
Fit  the  cork  tightly  into  the  jar,  put  thermometer  in  cork,  making  sure  that  bottom  of 
bulb  is  about  one-half  (>  • )  inch  from  the  bottom  of  the  jar.  Place  jar  m  metal  jacket  and 
place  jacket  in  freesing  mixture.  1920. 

(•)  Pour,  When  near  the  expected  pour  point,  at  every  drop  in  temperature  of  5*F. 
remove  the  jar  from  the  jacket  and  chill  just  enough  to  make  it  flow,  and  5  per  cent,  higher 
than  the  temperature  of  the  oil  which  has  been  cooled  so  that  it  will  not  flow  when  the  jar 
is  tipped  to  a  horisontal  position  shall  be  the  pour  test.  1920. 

5.  Moutuf  Ttt. — The  moisture  test  shall  be  made  by  taking  a  sample  from  the  bottom 
of  the  container,  which,  when  placed  in  a  clean  and  dry  glass  or  porcelain  beaker  and  stirred 
without  touching  the  sides  or  bottom  with  a  one-fourth  i^i)  inch  brass  or  iron  rod  heated 
to  a  cherry  red,  shall  not  cause  a  snapping  soiind.  1920. 

6.  Acid  TmU — (a)  The  add  test  shall  be  made  by  agitating  thorougdly  a  solution  at  the 
boiling-point  of  five  (5)  grams  of  the  oil  with  twenty-five  (25)  c.c.  of  distilled  water  and 
twenty-five(25)  c.c.  of  ninety-five (95)  per  cent,  neutralised  alcohol.  A  few  drops  of  phenolph- 
thalein  shall  be  added  as  an  indicator  and  the  result,  if  colorless  (indicating  acid  present), 
shall  be  titrated  with  one-tenth  (Ko)  normal  alkali,  free  from  carbonate,  until  permanently 
pink  when  agitated.  The  percentage  of  acid  shall  be  calculated  from  reading  the  burette 
and  shown  in  percentage  of  SO«  or  as  an  add  number  (milligrams  of  potassium  hydroxide 
required  to  saturate  the  free  acid  in  one  gram  of  oil).  One  (1)  c.c.  of  one-tenth  (Ms) 
alkali  equals  four  (4)  m/g  SO«.  1920. 

(6)  A  strip  of  polished  copper  shall  not  tarnish  when  placed  in  a  sample  of  oil  at  two 
hundred  and  twelve  (212)  degrees  F.  (100*C.)  for  eight  (8)  hours.  1920. 

t.  MarUxig. — (a)  Purchaser's  order  and  requisition  number,  name  of  consignor  and 
name  and  address  of  consignee  shall  be  plainly  marked  on  outside  of  package.  1916. 

(b)  Detail  list  of  loose  pieces,  containers  and  their  contents,  shall  be  furnished  for  each 
ahipment.  Where  carload  shipments  are  made,  routing  and  car  identification  shall  be 
shown.  1919. 

(e)  Where  carload  shipments  are  made,  each  package  shall  be  marked  with  contents; 
order  number  and  address  may  be  omitted.  1919. 

•.  Packing. — The  oil  shall  be  put  in  clean  dry  containers  of  the  kind  and  capadty  as 
spedfied  on  the  purchaser's  order  sheet  and  shall  be  protected  so  as  to  permit  convenient 
handling  and  to  prevent  Ices  or  damage  during  shipment.  1920. 
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Forms  for  Reportiiig  die  Results  of  Tests  on  Bituminous  Road  Mst^ritlt 

FILB  CARDS 

UmTKD   8TATXa    DBPA.KTMKNT  OP   AoiUCULT\*RI, 

omcB  or  PUBLIC  roads  akd  rural  RNOINRRRIM). 


Report  on. 
L«iitification  mark 


iJM»fllf»f^    •»  9\  t  .  >  t  I  I  >  • 


Lbmitted  by. 
for. 


Oeneral  chRraoter 

Specifie  gravity  26V26*C 

Jkteltins  point  *C 

Ploat  test  at "C :  at "C 

Viseoaity  Engler  at. . . .  *C o.c.  specific. . 

Situmen  soliible  in  C8« !  Heavy  oili 

Tree  carbon  (insoluble  in  CS«) :  Pitch  residue 


DiatUIaUon^ 

Water 

First  light  oils. . .  (      -1 10*C.) 
Second  Ught  oils  (UO-170*C.) 

Heavy  oUs (170-370*0 

~  .(270-300'C.) 


Total. 


%  by 
vol. 


%  by 

wt. 


Char- 
Rpisr. 


ite  received ,  Date  reported , 


Analyst 


United  Statbs  DspARTMBiirT  op  Agriculturr, 

OPPICR    OP   PUBLIC   ROADS   AND    RURAL   BNOINBBRINa, 

Waahinifton,  D.  C. 


Report  on. 
■«ntification  mark. . . . 
Bown  as. 


HampU  No, 


nbmitted  by 

General  character 

Specifio  gravity  26726*0 

Melting  point  *C 

TluAx  point  "C 

Burning  point  *C 

Tiscosity  at *C ;  c.c.  specific 

Ductility  at  26*C.  (cm.) 

lloat  test  at. . .  *C.  time. . . ;  at. . .  *C.  time. . 
Penetration  at  26*C.  (mm.) 


Loss  at .... ;  *C hours 

Character  of  residue 

f  Float  t«>st  St. 
Consistency  of  residue  \  Penetration 

imtn.) 


...  •a... 
St    iwr.. 


Bitumen  s^iluble  In  CHi. , 

Orgsnic  matter  insoluble 

Inorsanic  matter  insoluble , 

%  of  total  bitumen  Insfil.  In  Ht^"  naphtha 

%  of  total  bitumen  ins<il.  in  (X/I4 

%  fixed  carbon 


•ate  received ,  Date  reported 


Analyst 


UviTRD  Statbs  Dbpartmb.vt  or  Ao«K;rrf/rfm«, 

OPPICE   or   rUBUC   R<»ADS   A»D    RCRAL   BWOfltrSBRfi*^, 

Wa»kin{ft&n,  />.  C. 


Report  on. 
ientification  mark 


lbmitted  by. 
aEamined  for. 


fktmpU  Nfr 


ate  received. 


r/^»>  .•*Sr',r*/"{ 


A  rvnk  /T» 
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RBPORT  BLANKS 


United  States  Department  of  Aqrictjz/turb, 
office  of  purlic  roads  alfd  rural  bnoineeruro, 

Washingiont  D.  C„ 


Sample  No 

Report  on. 

Identification  mark 

Known  as 

Submitted  by 

Examined  for 


Date. 


Remarks. 


United  States  Department  of  Aorici7ltvrb, 

OFFICE    of    public   ROADS    AND    RURAL    ENQIKBCRINO, 

Waehington,  D.  C. 


Sample  No 

Report  on. 

Identification  mark 

Known  as. 


Date. 


Submitted  by 

General  characteristics 

Specific  gravity  25V25*C 

Melting  point  °C 

Flash  point  ''C 

Burning  point  "C 

Viscosity  Engler  at. .  . .  'C c.c.  Bi>ecific 

r^^«-:-»«««.    i  Float  test. . . .  'C,  time. , . . ;  ....  C,  time. 
Oonsistenci  <  Penetration  ?5»C..     100  gms..  6    seconds. . . . 

Loss  at  163°C.,  5  hours 

Character  of  residue. 


r>  ^  '  ♦«.,«,,  «f  i.<w>:^..«  /  Float  test.  . . .  *C.  time. . .  . ;  ....  'C,  time. 
Consistency  of  residue  |  penetration  26 C.  lOU  gms..  6  secondi 


Bitumen  soluble  in  CSs  (total  bitumen) 

Organic  matter  insoluble 

Inorganic  matter  insoluble 

Per  cent,  of  total  bitumen  insoluble  in  86*B.  naphtha 

Per  cent,  of  total  bitumen  insoluble  in  CCh 

Per  cent,  fixed  carbon 

Distillation — 


Remarks 


Water 

First  Ughtcib...(        -110°C.). 
Second  light  oils  (110'*-170°C.). 

Heavy  oils (170**-270°C.). 

Heavy  oils (270'-300''C. ) 

Pitch 


Character        %  by  vol.       %  by  wt. 
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Standard  Test  for  Penetration  of  Bituminous  Materials,  Adopted  in  1911, 
Revised  in  1916,  by  the  American  Society  for  Testing  Materials 

STANDARD  TBST  FOR  PBNBTRATION  OP  BITUMINOnS  MATERIALS 

I.  DBFINITION 

L  Penetration. — Penetration  is  defined  as  the  consistency  of  a  bituminous 
material,  expressed  as  the  distance  that  a  standard  needle  vertically  pene- 
trates a  sample  of  the  material  under  known  conditions  of  loading,  time 
and  temperature.  Where  the  conditions  of  test  are  not  specifically  men- 
tioned, the  load,  time  and  temperature  are  understood  to  be  100  g.,  5 
seconds,  25*^0.  (77*^.),  respectively,  and  the  units  of  penetration  to  indicate 
hundredths  of  a  centimeter. 

n.  APPARATUS 

2.  Container. — The  container  for  holding  the  material  to  be  tested  shall 
be  a  flat-bottom,  cylindrical  dish,  55  mm.  {,2^^m.)'uL  diameter  and  35  mm. 
{\%  in.)  deep.* 

8.  Needle. — The  needle*  for  this  test  shall  be  of  cylindrical  steel  rod 
50.8  mm.  (2  in.)  long  and  having  a  diameter  of  1.016  mm.  (0.04  in.)  and 
turned  on  one  end  to  a  sharp  point  having  a  taper  of  6.35  mm.  (K  in.). 

4.  Water  Bath. — The  water  bath  shall  be  maintained  at  a  temperature  not 
varying  more  than  0.1  °C.  from  25°C.  (77®F.).  The  volume  of  water  shall 
be  not  less  than  10  liters  and  the  sample  shall  be  immersed  to  a  depth  of 
not  less  than  10  cm.  (4  in.)  and  shall  be  supported  on  a  perforated  shelf  not 
less  than  5  cm.  (2  in.)  from  the  bottom  of  the  bath. 

6.  Apparatus  for  Penetration. — Any  apparatus  which  will  allow  the  needle 
to  penetrate  without  appreciable  friction,  and  which  is  accurately  calibrated 
to  yield  results  in  accordance  with  the  definition  of  penetration,  will  be 
acceptable. 

6.  Transfer  Dish  for  Container. — The  transfer  dish  for  container  shall  be 
a  small  dish 'or  tray  of  such  capacity  as  will  insure  complete  immersion  of 
the  container  during  the  test.  It  shall  be  provided  with  some  means  which 
will  insure  a  firm  bearing  and  prevent  rocking  of  the  container. 

m.  PREPARATION  OF  SAMPLE 

7.  Preparation  of  Sample. — The  sample  shall  be  completely  melted  at  the 
lowest  possible  temperature  and  stirred  thoroughly  until  it  is  homogeneous 
and  free  from  air  bubbles.  It  shall  then  be  poured  into  the  sample  con- 
tainer to  a  depth  of  not  less  than  15  mm.  {%  in.).  The  sample  shall  be 
protected  from  dust  and  allowed  to  cool  in  an  atmosphere  not  lower  thah 
IS^'C.  (65®F.)  for  one  hour.  It  shall  then  be  placed  in  the  water  bath 
along  with  the  transfer  dish  and  allowed  to  remain  one  hour. 

1  This  rw^oimiMnt  \m  fulfilled  by  the  AnMrioftn  Can  Company*!  Gill  ityle  ointment  box, 
dMp pattern.  Sc 
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IV.  TESTING 


8.  Testing. — (a)  In  making  the  test  the  sample  shall  be  placed  in  the 
transfer  dish  filled  with  water  from  the  water  bath  of  sufficient  depth  to 
completely  cover  the  container.  The  transfer  dish  containing  the  sample 
shall  then  be  placed  upon  the  stand  of  the  penetration  machine.  The 
needle,  loaded  with  specified  weight,  shall  be  adjusted  to  make  contact  with 
the  surface  of  the  sample.  This  may  be  accomplished  by  making  contact  of 
the  actual  needle  point  with  its  image  reflected  by  the  surface  of  the  sample 
from  a  properly  placed  source  of  light.  Either  the  reading  of  the  dial  shall 
then  be  noted  or  the  needle  brought  to  zero.  The  needle  is  then  released  for 
the  specified  period  of  time,  after  which  the  penetration  machine  is  adjusted 
to  measure  the  distance  penetrated. 

At  least  three  tests  shall  be  made  at  points  on  the  surface  of  the  sample 
not  less  than  1  cm.  {%  in.)  from  the  side  of  the  container  and  not  less  than 
1  cm.  [%  in.)  apart.  After  each  test  the  sample  and  transfer  dish  shall  be 
returned  to  the  water  bath  and  the  needle  shall  be  carefully  wiped  toward 
its  point  with  a  clean,  dry  cloth  to  remove  all  adhering  bitumen.  The 
reported  penetration  shall  be  the  average  of  at  least  three  tests  whose  values 
shall  not  differ  more  than  four  points  between  maximum  and  minimum. 

(6)  When  desirable  to  vary  the  temperature,  time  and  weight,  and, 
in  order  to  provide  for  a  uniform  method  of  reporting  results  when  varia- 
tions are  made,  the  samples  shall  be  melted  and  cooled  in  air  as  above  di- 
rected. They  shall  then  be  immersed  in  water  or  brine,  as  the  case  may 
require,  for  one  hour  at  the  temperature  desired.  The  following  combina- 
tions are  suggested : 

At  0*'C.  (32**F.),  200-g.  weight,  60  seconds. 
At  46.rC.  (115°F.),  50-g.  weight,  6  seconds. 


Tentative  Method  for  Determination  of  Softening-Point  of  Bituminooi 
Materials  Other  Than  Tar  Products,  Issued  1916  by  the  •American 

Society  for  Testing  Materials 

TENTATIVE  METHOD  FOR  DETERMINATION  OP  SOFTENING-POINT  OF 
BITUMINOUS  MATERIALS  OTHER  THAN  TAR  PRODUCTS 

1.  Definition. — The  Ring-and-Ball  method  shall  be  used. 

2.  Apparatus. — The  apparatus  shall  consist  of  a  brass  ring  15.875  mm. 

{%  in.)  in  diameter,  6.35  mm.  (J-i  in.)  deep,  2.38125  mm.  (^^2  "*•)  ^*^^ 
suspended  25.40  mm.  (1  in.)  above  bottom  of  beaker;  a  steel  ball  9.525 
mm.  {%  in.)  in  diameter,  weighing  between  3.45  and  3.50  g.;  a  standardised 
thermometer;  a  glass  beaker,  approximately  600-c.c.  capacity. 

3.  Method. — Carefully  rnelt  the  sample  and  fill  the  ring  with  the  material 
to  be  tested.  Remove  any  excess.  Place  the  ball  in  the  center  of  the 
ring  and  suspend  in  the  beaker  containing  approximately  400  c.c.  of  water 
at  a  temperature  of  5°C.  (41  °F.).  Arrange  the  thermometer  bulb  within 
3*2  in.  of  the  sampler  and  at  the  same  level.  Apply  heat  uniformly  over 
bottom  of  the  hoaker  in  quantity  sufficient  to  raise  the  temperature  5°C. 
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(9*F.)  pej  minute.  Record  the  temperature  at  starting  the  teat  and  every 
minute  thereafter  until  the  test  is  completed.  The  rate  of  heating  is  very 
important.  The  softenii^  point  is  the  temperature  at  which  the  specimen 
haa  dropped  1  in.  Successive  tests  should  average  withio  3°C.  For  tem- 
peratures above  90°C.,  glycerin  shall  be  used  instead  of  water. 


Fio.  ISS.^ApparstuB  for  the  detemiinatioD  of  softoning- point. 


Standard  Test  for  Lobi  on  Heatinf  of  Oil  and  Aaphaltlc  Compounds,  Adopted 
tn  1911,  Revised  in  1916,  bj  the  American  Societr  for  Testjug  Haterials 


The  amount  lost  by  oib  and  aspbaltic  compounds  when  they  are  heated 
in  an  oven  at  a  temperature  of  I63°C.  (325°F.),  ±  1°C.,  shall  be  determined 
by  heating  50  g.  of  the  water-free  substance  contained  in  a  flat-bottom 
dish,  the  inside  dimensions  of  which  are  approximately  55  mm.  (2^a  in.) 
in  diameter,  by  35  mm.  (about  I^  in.)  deep  (3-oz.  Gill  style  ointtnent 
box,  deep  pattern),  for  5  hours. 

The  oven  in  which  the  substance  is  to  be  heated  shall  be  brought  to  the 
prescribed  temperature  before  the  sample  is  introduced,  and  the  tem- 
perature of  the  sample  under  test  shall  be  regarded  as  that  of  a  similar 
quantity  of  the  same  material  immediately  adjoining  it  in  the  oven,  in  which 
the  bulb  of  a  standardiied  thermometer  is  immersed. 

The  oven  may  be  either  of  circular  or  rectangular  form  and  the  source 
of  heat  either  gas  or  electricity. 

The  samples  imder  test  shall  rest  in  the  same  relative  position  in  a  single 
row  upon  a  perforated  circular  shelf,  24.8  cm,  (9.75  in.)  in  diameter,  as 
shown  in  Fig.  134,  suspended  by  a  vertical  shaft  midway  in  the  oven,  which 
is  revolved  by  mechanical  means  at  the  rate  of  from  5  to  6  revolutions  per 
minute. 

NOTK 

If  additional  periods  of  heating;  are  desired,  it  is  recommended  that 
they  be  made  in  successive  increments  of  5  hours  each. 
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If  the  residue  after  heating  is  to  be  tested  for  penetration,  the  sample 
should  be  thoroughly  mixed  by  stirring  until  it  is  cool,  and  thereafter  manipu- 
lated in  accordance  with  the  directions  of  the  Standard  Test  for  Penetration 
of  Bituminous  Materials  (Serial  Designation:  D  5)  of  the  American  Society 
for  Testing  Materials  (see  page  3S5). 


9  Holes  A  Ribs 
Section  A  -  B     Spcfceci Equally 


Top  View 
Fio.  134. — Aluminum  shelf. 


Standard  Method  for  Distillation  of  Bituminous  Materials  Suitable  for 
Road  Treatment,  Adopted  in  1916,  Revised  in  1018,  by  the  American 

Society  for  Testing  Materials 

STANDARD  METHOD  FOR  DISTILLATION  OP  BITUMINOUS  MATERIALS 

SUITABLE  FOR  ROAD  TREATMENT 

1.  Sampling. — The  sample  as  received  shall  be  thoroughly  stirred  and 
agitated,  warming,  if  necessary,  to  insure  a  complete  mixture  before  the 
portion  for  analysis  is  removed. 

2.  Dehydration. — If  the  presence  of  water  is  suspected  or  known,  the 
material  shall  be  dehydrated  before  distillation.  About  500  c.c.  of  the 
material  are  placed  in  an  800-c.c.  copper  still  provided  with  a  distilling 
head  connected  with  a  water-cooled  condenser.  A  ring  burner  is  used, 
starting  with  a  small  flame  at  the  top  of  the  still,  and  gradually  lowering 
it,  if  necessary,  until  all  the  water  has  been  driven  off.  The  distillate  ia 
collected  in  a  200-c.c.  separate ry  funnel  with  the  tube  cut  off  close  to  the 
stopcock.  When  all  the  water  has  been  driven  over  and  the  distillate 
has  settled  out,  the  water  is  drawn  off  and  the  oils  returned  to  the  residue 
in  the  still.  The  contents  of  the  still  shall  have  cooled  to  below  100"C. 
before  the  oils  are  returned,  and  they  shall  be  well  stirred  and  mixed  with 
the  residue. 

3.  Apparatus. — The  apparatus  shall  consist  of  the  following  standard 
parts: 

(a)  FIcuik. — The  distillation  flask  shall  be  a  250-c.c.  Engler  distilling 
flask,  having  the  following  dimensions: 
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Diameter  of  bulb 8.0  cm. 

Length  of  neck 15.0  cm. 

Diameter  of  neck 1.7  cm. 

Surface  of  material  to  lower  side  of  tubulature 11.0  cm. 

Length  of  tubulature 15.0  cm. 

Diameter  of  tubulature 0.9  cm. 

Angle  of  tubulature 75  deg. 

A  variation  of  3  per  cent,  from  the  above  meaurements  will  be  allowed. 

(6)  Thermometer, — The  thermometer  shall  conformi  to  the  following 
requirements: 

It  shall  be  made  of  thermometric  glass  of  a  quality  equivalent  to  suitable 
grades  of  Jena  or  Ck)rning  make.  It  shall  be  thoroughly  annealed.  It 
shall  be  filled  above  the  mercury  with  inert  gas  which  will  not  act  chemically 
on  or  contaminate  the  mercury.  The  pressure  of  the  gas  shall  be  sufficient 
to  prevent  separation  of  the  mercury  column  at  all  temperatures  of  the 
scale.  There  shall  be  a  reservoir  above  the  final  graduation  large  enough 
so  that  the  pressure  will  not  become  excessive  at  the  highest  temperature. 
The  thermometer  shall  be  finished  at  the  top  with  a  .small  glass  ring  or 
button  suitable  for  attaching  a  tag.  Each  thermometer  shall  have  for 
identification  the  maker's  name,  a  serial  number,  and  the  letters  '' A.S.T.M. 
Distillation." 

The  thermometer  shall  be  graduated  from  0  to  400°C.  at  intervals  of  1°C. 
Every  fifth  graduation  shall  be  longer  than  the  intermediate  ones,  and 
every  tenth  graduation  beginning  at  zero  shall  be  numbered.  The  gradua- 
tion marks  and  numbers  shall  be  clear-cut  and  distinct. 

The  thermometer  shall  conform  to  the  following  dimensions: 

Total  length,  maximum 385  mm. 

Diameter  of  stem 7  mm.;  permissible  variation,  0.5  mm. 

Diameter  of  bulb,  minimum ...  5  mm. ;  and  shall  not  exceed  diameter 

of  stem. 

Length  of  bulb 12. 5  mm.;  permissible  variation,  2.5  mm. 

Distance  from  0**  to  bottom  of 

bulb 30  mm.;  permissible  variation,  2.5  mm. 

Distance  from  0**  to  400® 295  mm.;  permissible  variation,  10  mm. 

The  accuracy  of  the  thermometer  when  delivered  to  the  purchaser  shall 
be  such  that  when  tested  at  full  immersion  the  maximum  error  from  0  to 
200**C.  shall  not  exceed  the  following : 

From      0  to  200°C 0.5*'C. 

From  200  to  300*'C l.O^'C. 

From  300  to  375°C 1.5*'C. 

The  sensitiveness  of  the  thermometer  shall  be  such  that  when  cooled  to  a 
temperature  of  74°C.' below  the  boiling-point  of  water  at  the  barometric 
pressure,  at  the  time  of  test,  and  plunged  into  free  flow  of  steam,  the  meniscus 
shall  pass  the  point  lO^'C.  below  the  boiling-point  of  water  in  not  more  than 
6  seconds. 
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The  thermometer  aholl  be  set  up  as  for  the  distillation  teat,  usiiig  water, 
naphthalene  and  beniophenone  aa  distilling  Uquida.  The  correctnen  of 
the  thermometer  shall  be  checked  at  0  and  100°C.  after  each  third  dis- 
tillation until  seasoned. 

(c)  CondtnKT. — The  condenser  tube  shall  have  the  foUowing  dimeiuioiit: 

Adapter 70  mm. 

Length  of  straight  tube 185  mm. 

Width  of  tube 12-15  nun. 

Width  of  adapter  end  of  tube 20-25  mm. 


(d)  Sfand*.— Two  ii 


stands  shall  be  provided,  one  with  a  uniTeral 
clamp  for  holding  the  condenser,  and  one  with 
a  light  grip  arm  with  a  eork-liaed  clamp  for 
holding  the  flask. 

{«)  Bvmer  and  Shield. — A  bunsen  buran 
shell  be  provided,  with  a  tin  shield  20  cm.  long 
by  9  cm.  in  diameter.  The  shield  shall  havet 
small  bole  for  observing  the  flame. 

ifl  Cylinders, — The  cylinders  used  in  collect- 
ing the  distillate  shall  have  a  capacity  of  25  c.c, 
and  shall  be  graduated  in  0. 1  c.c. 

4.  Setting  Vp  th«  Apparatus. — The  apparatui 
shall  be  set  up  as  shown  in  Fig.  135,  the  ther- 
mometer being  placed  so  that  the  top  of  the  bulb 
is  opposite  the  middle  of  the  tubulature.  AH 
connections  should  be  tight, 

6.  Method. — One  hundred  cubic  centimeten 
of  the  dehydrated  material  to  be  tested  sbiU 
be  placed  in  a  tared  ftask  and  weighed.  After 
adjusting  the  thermometer,  shield,  condeneer, 
etc.,  the  distillation  is  commenced,  the  rate  beini 
so  regulated  that  I  c.c-  passes  over  every  tniii' 
ute.  The  receiver  is  changed  as  the  mercury 
column  just  passes  the  fractionating  point. 
The  following  fractions  should  be  reported: 


Start  of  distillation  to  IlCC. 
110  to  170°C. 
170  to  235-0. 
235  to  2ro°C. 
270  to  300°C. 
Residue. 

To  determine  the  amount  of  residue,  the  flask  is  weighed  again  when 
distillation  is  complete.  During  the  distillation  the  condenser  tube  shiU 
be  warmed  when  necessary  to  prevent  the  deposition  of  any  aublimsle. 
The  percentages  of  fractions  should  be  reported  both  by  weight  and  bjr 
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FrofiiionuJ  M etiiod  for  die  Detennination  of  Scdoble  Bitamen,  Adopted 
August  21, 1911,  by  die  American  Society  for  Testing  Materials 

FftOTiaOHAL  MSTHOD  FOR  THB  DBTBRIOHATION  OF  SOLUBLB  BITaMBIli 


the  Sample  and  Preparing  it  for  Analysis. — It  was  decided,  owing 
to  the  great  variety  of  conditions  met  with  in  bituminous  compounds,  that 
it  is  impossible  to  specify  any  one  method  of  drying  that  would  be  satis- 
factory in  every  case.  It  is  therefore  supposed  that  the  material  for  anal^'sb 
has  been  previously  dried  either  in  the  laboratory  or  in  the  process  of  re- 
fining or  manufacture,  and  that  water,  if  present,  exists  only  as  moisture  in 
the  hygroscopic  form. 

The  material  to  be  analyzed,  if  hard  and  brittle,  is  ground  and  spread  in 
a  thin  layer  in  a  suitable  dish  (iron  or  nickel  will  answer  ever>'  purpose) 
and  kept  at  a  temperature  of  125*^0.  for  one  hour.  In  the  case  of  paving 
mixtures  and  road  materials,  where  it  is  not  desirable  to  crush  the  rock  or 
sand  grains,  a  lump  may  be  placed  in  the  dr>'ing  oven  until  it  is  thoroughly 
heated  through,  when  it  can  be  crushed  down  into  a  thin  layer  and  dried 
as  above.  If  the  material  under  examination  contains  any  hydrocarbons 
at  all  volatile  at  this  temperature,  it  will  of  course  be  necessary  to  tesort 
to  other  means  of  drying.  Tar  or  oils  may  be  dehydrated  by  distillation 
and  the  water-free  distillate  returned  to  the  residue  and  thoroughly  in- 
corporated with  it. 

Analysis  of  Sample. — After  drying,  from  2  to  15  grams  (as  may  be  nec- 
essary to  insure  the  presence  of  1  to  2  grams  of  pure  bitumen)  are  weighed 
into  a  160-c.c.  tared  Erlenmeyer  flask,  and  treated  with  100  c.c.  of  carbon 
disulphide.  The  flask  is  then  loosely  corked  and  shaken  from  time  to 
time  until  all  large  particles  of  the  material  have  been  broken  up.  It  is 
then  set  aside  for  48  hours  to  settle.  The  solution  is  decanted  into  a  similar 
flask  that  has  been  previously  weighed.  As  much  of  the  solvent  is  poured 
o£F  as  possible  without  disturbing  the  residue.  The  contents  of  the  first 
flask  are  again  treated  with  fresh  carbon  disulphide,  shaken  as  before,  and 
then  put  away  with  the  second  flask  for  48  hours  to  settle. 

The  liquid  in  the  second  flask  is  then  carefully  decanted  upon  a  weighed 
Gooch  curcible,  3.2  cm.  in  diameter  at  the  bottom,  fltted  with  an  asbestos 
filter,  and  the  contents  of  the  flrst  flask  are  similarly  treated.  The  asbestos 
filter  is  made  of  ignited  long-flber  amphibole,  packed  in  the  bottom  of  a 
Gooch  cnicible  to  the  depth  of  not  over  J^  in.  In  Altering  no  vacuum  is 
to  be  used  and  the  temperature  is  to  be  kept  between  20°  and  25°C.  After 
passing  the  liquid  contents  of  both  flasks  through  the  Alter,  the  residue  on 
the  filter  is  thoroughly  washed  and  the  residues  remaining  in  them  are 
shaken  with  more  fresh  carbon  disulphide  and  allowed  to  settle  for  24 
hours,  or  until  it  is  seen  that  a  good  subsidation  has  taken  place.  The 
solvent  in  both  flasks  is  then  again  decanted  through  the  filter  and  the 

t  The  Committee,  in  presenting  the  Provisional  Method  for  the  Determination  of  Soluble 
Biiumen,  wish  it  understood  that  they  do  not  recommend  it  as  the  best  for  general  use,  as 
it  !•  longer  and  in  many  cases  gives  no  better  results  than  other  more  expeditious  methods, 
but  only  as  a  method  to  be  rraorted  to  in  case  of  dispute,  as  it  seems  to  have  the  widest 
ranse  of  applicability  of  any  of  the  methods  considered.  Moreover,  they  wish  it  to  be 
ondcTBtood  that  with  some  classes  of  materials  the  method  will  show  a  lower  percentage  of 
•oluUe  bitumen  than  many  of  the  shorter  methods. 
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residues  remaining  in  them  are  washed  until  the  washings  are  practically 
colorless.     All  washings  are  to  he  passed  through  the  Gooch  crucible. 

The  cnioiblp  and  both  flaaka  are  then  dried  at  125°C.  and  weighed. 
The  filtrate  containing  the  bitumen  is  evaporated,  the  bituminous  residue 
burned,  and  the  weight  of  the  ash  thus  obtained  added  Xo  that  of  the  residue 
in  the  two  flasks  and  the  crucible.  I'he  sum  of  these  weights  deducted  from 
the  weight  of  substance  taken  gives  the  weight  of  soluble  bitumen. 
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S.  Penetration. — The  penetration  at  25 *C.  (77*F.)  under  load  of  100  g.  for  5  aeeonda,  as 
determined  by  the  Standard  Test  for  Penetration  of  Bituminoua  Materials  (D  5)*  of  the 
American  Society  for  Testing  Materials,  shall  be  not  less  than  50  nor  more  than  125. 

The  penetration  shall  bear  the  following  relation  to  the  melting-point: 

Penetration  of  50  to  75  for  melting-points  between  54.5  and  60*C.  (130  and  140*F.). 

Penetration  of  75  to  100  for  melting-points  between  46  and  54.5*C.  (115  and  130*F.). 

Penetration  of  100  to  125  for  melting-points  between  38  and  46*C.  (100  and  115*F.). 

4.  Ductility.-— The  ductility*  at  25*G.  (77*F.).  when  a  briquette  of  the  material  havings 
minimum  erossHsection  of  1  sq.  em.  is  pulled  apart  at  the  rate  of  5  em.  per  minute,  shsQ  not 
be  less  than  30  cm. 

1.  Specific  Gravity. — The  specific  gravity  shall  not  be  more  than  1.08  at  25/25*  C. 
(77/77*F.). 

•.  Soluble  in  Carbon  Disulphide. — The  bitumen  soluble  in  cold  carbon  disulphide,  u 
determined  by  the  method  in  Section  10,  shall  not  be  lees  than  95  per  cent. 

T.  Loss  on  Heating. — The  loss  of  a  50-g.  sample  on  heating  at  169*C.  (325*F.)  for  5  houn. 
as  determined  by  the  Standard  Test  for  Loss  on  Heating  of  Oil  and  Asphaltie  Compousds 
(D  6)*  of  the  American  Society  for  Testing  Materials,  shall  not  exceed  1  per  eent.  The 
penetration  of  the  residue  from  this  test  shall  be  not  less  than  50  per  eent.  of  the  original 
penetration  specified  in  Section  3. 

8.  Ash. — The  ash,  as  determined  by  the  method  in  Section  10,  shall  not  exceed  4  per  eoit. 

n.  METHODS  OF  TESTING 

f .  Specific  Gravity. — The  specific  gravity  may  be  determined  by  any  approved  method 
but  some  method  similar  to  the  following  is  recommended: 

Weigh  accurately  in  air  a  small  platinum  pan  or  crucible  supported  in  a  wire  sling  and 
suspended  by  a  fine  platinum  wire  or  silk  thread;  record  the  weight  as  wei^t  A,  Then 
weigh  it  in' a  like  manner  completely  immersed  in  freshly  distilled  watw  at  25*C.  (77*F.), 
except  for  the  fine  platinum  wire  or  silk  thread.  Record  this  weight  as  weight  B.  Then 
bring  the  crucible  to  red  heat,  cool  and  almost  fill  with  asphalt  which  has  been  mdted  at 
the  lowest  poesible  temperature.  Cool  the  crucible  and  contents  to  room  temperature, 
place  in  the  sling  and  weigh  in  air.  Record  the  weight  as  weight  C.  Then  weigh  erucible 
and  contents  at  25*C.  (77'F.)  suspended  as  before  in  water,  and  record  this  weight  as  weight 
D.  From  these  four  weights  the  specific  gravity  may  be  calculated  from  the  following 
formula: 

Specific  Gravity  -  ^^  ^T^i)-!-  (^j  _  B)' 

10.  Bitumen  Soluble  in  Cold  Carbon  Disulphide ;  Ash. — For  this  test  weigh  aecuratdy  1 
to  2  g.  of  asphalt  into  an  Erlenmeyer  flask.  Pour  100  c.c.  of  c.  p.  carbon  disidphide  into  the 
flask  in  small  portions,  with  continual  agitation,  until  all  lumps  disappear  and  nothing 
adheres  to  the  bottom.  Cork  the  flask  and  set  aside  for  15  minutes.  Then  filter  the  s<^a- 
tion  by  suction  through  an  asbestos  pad  in  a  Gooch  crucible  (the  best  sise  of  crucible  for  this 
test  is  4.4  cm.  wide  at  the  top  tapering  to  3.6  cm.  at  the  bottom,  and  2.5  cm.  deep),  which 
has  been  previousb'  prepared  and  weighed.  Care  shall  be  exerdsed  in  decanting  the  liquid 
portion.  Stop  the  decantation  at  the  first  sign  of  sediment  coming  out.  Wash  the  sadcs 
of  the  flask  with  a  small  amount  of  fresh  carbon  disulphide  and  bring  the  sediment  upon  the 
felt,  using  a  "policeman,"  if  necessary,  to  remove  all  adhering  material.  Then  wash  the 
material  on  the  mat  with  carbon  disulphide  until  the  washings  are  colorless  and  continue 
9uction  until  the  odor  of  carbon  disulphide  is  hardly  detectable.  Then  clean  the  outside 
of  the  crucible  with  a  cloth  moistened  with  a  small  amount  of  solvent.  Dry  the  crucible 
with  contents  for  one-half  hour  at  105°C.  (221  *F.),  cool  in  a  desiccator  and  weigh. 

The  total  weight  of  insoluble  material  includes  both  organic  and  inorganic  insoluble 
If  organic  insoluble  material  is  present,  heat  the  crucible  to  red  heat  until  no  carbonaoeoui 
particles  remain — leaving  only  the  mineral  ash — cool  and  w«gh.     The  percentage  soluble 
in  carbon  disulphicie.  the  organic  insoluble,  if  there  is  any  present,  and  the  ash  should  total 
UK)  per  cent.      Kach  should  be  reported.     See  page  385. 

«  1918  BcH^k  of  A.  S    T    M.  Standards.     See  page  385. 

*  .\  d«*tailiM  do»cription  of  the  mold  and  method  to  be  followed  is  given  in  Appendix  IV, 
Koport  of  CoaimitttH-  I)-4  on  Road  Materials.  Proc.  Am.  Soc.  Tett.  Mat.,  18,  i.  349  (1915). 
»  1918  Hook  of  .\    S    T    M.  Standards.     Se«-  page  387. 
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TENTATIVE  SPECIFICATIONS  FOR  PRIMER  FOR  USE  WITH  ASPHALT  FOR  USE 

IN  DAMP-PROOnNG  AND  WATERPROOFING 

1.  Material  Covered. — These  specifications  cover  primer  for  use,  when  specified,  with 
asphalt  for  use  in  damp-proofing  and  waterproofing. 

S.  Primer. — The  primer  shall  consist  of  an  asphaltic  base,  complsring  in  every  respect 
with  the  Tentative  Specifications  for  Asphalt  for  Use  in  Damp-proofing  and  Waterproofing 
(Type  A)  for  use  below  grade,  which  shall  be  thinned  to  ordinary  paint  consistency  with  a 
petroleum  distillate  having  an  end-point  on  distillation  not  above  260°C.  (500^F.).  Not 
more  than  20  per  cent,  of  this  petroleum  distillate  shall  distil  under  120*^0.  (248'^F.). 

The  distillation  shall  be  carried  out  according  to  the  Standard  Tests  for  Paint  Thinners 
other  than  Turpentine  (D  28)  of  the  American  Society  for  Testing  Materials  (see  page  343). 

TENTATIVE  SPECIFICATIONS  FOR  COAL-TAR  PITCH  FOR  USE  IN  DAMP- 

PROOFING  AND  WATERPROOFING 

1.  Iftaterial  Covered. — These  specifications  cover  coal-tar  pitch  for  use  in  damp-proofing 
and  waterproofing,  designated  as  type  A,  recommended  for  use  under  uniformly  moderate 
temperature  conditions. 

L  PROPERTIES 

S.  Melting-Point. — The  melting-point,  as  determined  by  the  cube  method  in  water  bath, 
Section  9,  shall  be  between  49  and  60<^C.  (120  and  140^F.).  In  specifsring  the  melting-point 
desired  within  the  above  limits,  a  variation  of  not  more  than  2.5*'C.  (5T.)  in  either  direction 
will  be  permitted. 

S.  Penetration. — The  penetration  at  25°C.  {ITT.)  under  load  of  100  g.  for  5  seconds, 
as  determined  by  the  Standard  Test  for  Penetration  of  Bituminous  Materials  (D  6)^  of 
the  American  Society  for  Testing  Materials,  shall  not  be  less  than  20  nor  more  than  120. 

4.  Ductility. — The  ductility*  at  25°C.  (77<^F.)  when  a  briquette  of  the  material  having  a 
minimum  section  of  1  sq.  cm.  is  pulled  apart  at  the  rate  of  of  5  cm.  per  minute,  shall 
not  be  less  than  40  cm. 

5.  LoM  on  Heating. — The  loss  of  a  20-g.  sample  on  heating  at  ]63<*C.  (325<*F )  for  5 
hours,  as  determined  by  the  Standard  Test  for  Loss  on  Heating  of  Oil  and  Asphaltic 
Compounds  (D  6)*  of  the  American  Society  for  Testing  Materials,  on  pitch  of  melting- 
point  between  49  and  54.5''C.  (120  and  130^F.),  shall  not  exceed  9  per  cent.;  and  on  pitch  of 
melting-point  between  54.5  and  60*^0.  (130  and  140^F.).  shall  not  exceed  7  per  cent. 

•.  Specific  Gravity. — The  specific  gravity  of  the  pitch  at  25/25°C.  (77/77°F.)  shall  not 
exceed  the  limits  1.24  and  1.34. 

The  specific  gravity  at  60/60«C.  (140/140<'F.)  of  the  distillate  to  SSS'^C.  (filVT.)  shall 
not  be  less  than  1.00. 

T.  Soluble  Matter. — The  matter  soluble  in  hot  toluol-bensol,  as  determined  by  the 
method  in  Section  12,  shall  not  be  less  than  65  nor  more  than  85  per  cent. 

•.  Aah. — The  ash,  as  determined  by  the  method  in  Section  13,  shall  not  exceed  1  per  cent. 

n.  METHODS  OF  TESTING 

9.  MeltinC'Fo2&t. — The  melting-point  shall  be  the  temperature  at  which  the  pitch  formed 
in  a  H-in>  cube  and  suspended  in  a  vessel  of  water  1  in.  above  the  bottom  shall  touch  the 
bottom  of  this  vessel.  The  cube  is  formed  by  pressing  the  pitch  in  a  suitable  mold.  Re- 
move the  cube  from  the  mold  and  suspend  on  the  lower  arm  of  a  No.  12  B.  ft  S.  gage  wire 
bent  at  right  angles.  The  wire  should  be  passed  through  the  center  of  two  opposite  faces 
of  the  cube.  Immerse  the  cube  in  400  c.c.  of  freshly  boiled  distilled  water  at  a  temperature 
of  15.5*^0.  (60^F.)  contained  in  a  600-c.c.  beaker.  Maintain  this  temperature  until  the 
pitch  is  the  same  temperature  as  the  water.  Apply  heat  in  such  a  manner  that  the  tem- 
perature of  the  water  is  raised  5^C.  (9'^F.)  per  minute,  until  the  pitch  touches  the  bottom 
of  the  beaker.  At  this  point  the  temperature,  recorded  by  a  thermometer  whose  bulb  shall 
be  level  with  the  cube,  shall  be  considered  as  the  melting-point  of  the  pitch. 

I  1918  Book  of  A.  S.  T.  M.  Standards.     See  page  385. 

s  A  detailed  description  of  the  mold  and  method  to  be  followed  is  given  in  Appendix  IV, 
Report  of  Committee  D-4  on  Road  Materials,  Proc.  Am.  Soc.  Teat.  Mat.,  18,  i,  349 
(1915). 

*  1918  Book  of  A.  S.  T.  M.  Standards;  use  a  20-g.  sample  instead  of  the  50-g.  sample 
specified.    See  page  387. 
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a  beaker  or  flaik.  Decant  the  toluol-lar  mixture  through  the  thimble  and  wash  with  hM 
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The  above  limits  m  to  mesh  composition  are  intended  to  provide  for  jnieh  perauHibli 
variations  as  may  be  rendered  necessary  by  the  available  sources  of  supply  and  the  ds^ 
acter  of  the  work  to  be  done.  The  mesh  composition  and  character  of  the  stone  may  bi 
varied,  within  the  limits  above  specified,  at  the  discretion  of  the  engineer,  depending  upos 
the  kind  of  asphalt  used  and  the  traffic  conditions  upon  the  street  or  streets  to  be  paved. 

7.  Sand. — The  sand  shall  be  hard,  clean  grained  and  moderately  sharp.  On  siftiiif  it 
shall  have  the  following  mesh  composition  (sieves  to  be -used  in  the  order  named): 

Passing: 

200  mesh 0  to'    5  per  cent.  Total  passing  80- 

100  mesh  and  retained  on  200  mesh  10  to  25  per  cent.  mesh    and     re- 

80  mesh  and  retained  on  100  mesh  6  to  20  per  cent.  tained   on   200- 

50  mesh  and  retained  on    80  mesh  5  to  40  per  cent.         mesh 20  to  40  per  ent. 

40  mesh  and  retained  on    50  mesh  5  to  30  per  cent. 

30  mesh  and  retained  on    40  mesh  5  to  25  per  cent!  Total  passing  10- 

20  mesh  and  retained  on    30  mesh  5  to  15  per  cent.  mesh    and     re- 

10  mesh  and  retained  on    20  mesh  2  to  10  per  cent.  tained    on    40- 

8  mesh  and  retained  on    10  mesh  0  to    5  per  cent.         mesh 12  to  45  per  essi 


On  very  light  traffic  streets  a  coarser  sand  may  be  used  with  the  approval  of  the 
but  in  no  case  shall  a  sand  be  employed  that  contains  less  than  a  total  of  fifteen  (15)  par 
cent,  passing  an  80-mesh  sieve,  such  total  to  contain  not  more  than  five  (5)  per  oent.  (osl- 
culated  on  the  original  sand)  passing  a  200-me8h  sieve,  or  a  mixture  of  seventy-five  (75) 
per  cent,  of  sand  of  the  character  above  specified  and  twenty-five  (25)  per  cent,  of  stoM 
screenings  passing  a  one-quarter  (>4)-inch  screen  and  retained  on  a  10-meah  screen,  msy 
be  employed. 

The  above  limits  as  to  meah  composition  are  intended  to  provide  for  such  pennisdbb 
variations  as  may  be  rendered  necessary  by  the  available  sources  of  supply  and  the  ehsi^ 
acter  of  the  work  to  be  done,  it  being  understood  that  the  coarser  permissible  gradiag  ii 
intended  for  use  on  light  and  medium  traffic  streets  only,  and  that  for  heavy  traffic  street! 
the  finer  grading  shall  be  required.  The  mesh  composition  and  character  of  the  sand  sbsll 
be  varied,  within  the  limits  above  specified  by  the  engineer,  depending  upon  the  kind  of 
asphalt  used  and  the  traffic  conditions  upon  the  street  or  streets  to  be  paved. 

Filler. — This  shall  he  thoroughly  dry  limestone  dust  or  Portland  cement,  the  whole  of 
which  shall  pass  a  30  mesh  per  linear  inch  screen  and  at  least  66  per  cent,  of  which  sksll 
pass  200  mesh  per  linear  inch  screen.  The  surface  mixture  shall  contain  from  6  to  SO 
per  cent,  of  this  filler,  depending  upon  the  kind  of  sand  and  asphalt  used  and  the  tiaiBe 
conditions  upon  the  street  or  streets  to  be  paved. 

8.  Samples. — One  (1)  pound  samples  of  the  refined  asphalt,  petroleum  flux  and  aqdislt 
cement  that  the  contractor  proposes  to  use  in  his  work,  together  with  a  statement  as  to  tbe 
source,  character  and  proportions  of  the  materials  composing  them,  must  be  handed  is 
with  his  bid  and  no  contract  shall  be  awarded  to  any  bidder  whose  samples  do  not  comply 
in  every  respect  with  these  specifications.  No  asphalt  other  than  that  specified  in  his  bid 
shall  be  used  by  any  contractor  except  with  the  written  consent  of  the  engineer  and  pro- 
vided  that  it  complies  in  all  respects  with  the  requirements  of  these  apecificationa. 

In  addition  to  the  samples  submitted  with  the  bid,  other  samples  taken  from  and  aetoally 
representative  of  tbe  refined  asphalt,  petroleum  flux,  sand  filler  and  binder  atone  to  be  need 
upon  the  street  shall  be  submitted  to  the  engineer  before  the  \ise  of  sueh  materials  in  tbe 
work  is  permitted.  Except  at  his  option,  no  work  on  binder  or  surface  shidl  be  oocb- 
menced  within  three  weeks  from  the  date  when  such  samples  were  submitted  and  in  bo 
case  shall  they  be  used  until  they  have  been  examined  and  approved  by  him.  Whenever, 
during  the  course  of  the  work,  new  deliveries  of  paving  materials  are  received  by  the  con- 
tractor, samples  of  these  shall  at  once  be  submitted  to  the  engineer  and  their  use  in  tbe 
work  will  not  be  permitted  until  they  have  been  examined  and  approved  by  him. 

ASPHALT  CEMENT 

f .  Preparation. — The  asphalt  cement  shall  be  composed  of  refined  asphalt,  or  aspbsHi 
and  flux,  where  flux  is  required,  of  the  character  elsewhere  herein  specified  and  must  be  of  • 
suitable  degree  of  penetration. 

The  proper  proportions  of  the  refined  asphalt,  or  asphalts,  and  flux,  shall  be  mdted  to- 
gether at  a  temperature  between  275  and  400°F.  and  thoroughly  agitated  by  soitsble 
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No  biodor  ihall  be  laid  when  io  the  opiniaD  oF  the  eDiineer  the  in«thBr  conditioiu  ik 
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pouls  of  wslor  and  hu  eet  &  aulIieiBat  Igngth  of  time. 

It.  Requiiements.— The  Eniihed  binder  muit  oonlu'n  four  (4)  to  Knii  (Tl  per  «dI.  i 
bitumpD  Bolublfl  in  cold  curbon  diiulphidn,  frnm  Bfteeo  (15)  to  thirty-fiVE  (35)  per  cent. ' 
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preaaioD  or  compoaition.  or  that  do  not  comply  in  all  napecta  with  the  requiremenla  of 
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All  lamples  shall  be  melted  at  a  temperature  juat  high  enough  to  render  them  liquid 
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eana  of  an  India  rubber  band.  The  material  to  be  tested  is  poured  into  the  mold  while 
a  molten  state,  a  slight  excess  being  added  to  allow  for  shrinkage  on  cooling.  After  the 
iquette  is  nearly  cool,  it  is  smoothed  off  level  by  means  of  a  heated  palette  knife.  When 
oled,  the  clamp  is  taken  off  and  the  two  side  pieces  removed,  leaving  the  briquette  of 
phalt  firmly  attached  to  the  two  ends  of  the  mold,  which  thus  serve  as  clips.  The  briquette 
ould  be  immersed  in  water  maintained  at  the  required  temperature  for  at  least  thirty  (30) 
inutes  or  tmtil  the  whole  mass  of  bitumen  is  at  77*F.  It  is  then  pulled  apart  at  the 
quired  rate  of  speed  in  a  suitable  machine,  the  briquette  being  entirely  immersed  in 
tier  maintained  at  TT^F.  during  the  entire  operation  of  pulling.  Any  piecep  of  dirt, 
3od,  or  extraneoiis  matter  in  the  briquette  may  cause  the  fracture  of  the  fine  thread  he- 
re the  true  maximum  ductility  of  the  material  tmder  examination  has  been  reached. 
reat  care  should  be  observed,  therefore,  to  avoid  the  presence  of  such  foreign  matter  in 
e  bitumen  when  it  is  poured  into  the  mold.  The  average  of  at  least  two  tests  shall  be 
corded  as  the  ductility  of  the  sample  under  examination.  These  tests  must  not  differ 
ore  than  twenty  (20)  per  cent,  from  their  average. 

Remarkt. — This  test  measures  approximately  the  cementing  value  of  a  bitumen,  but 
is  not  necessarily  a  measure  of  the  relative  cementing  value  of  different  bituminoiis  ma- 
rials  or  the  same  bituminous  material  at  different  penetrations.  The  limits  of  accuracy 
this  test  may  be  considered  as  being  within  twenty  (20)  per  cent,  of  the  reading  obtained 
bove  or  below). 

DBTBRMIif  ATION  OF  TOTAL  BITUMEN  IN  RBFINBD  ASPHALTS  AND 

ASPHALT  CEMENTS 

St.  One  to  two  grams  of  the  sample  shall  be  weighed  into  a  tared  200-c.c.  wide-mouth 
rlenmeyer  flask  and  covered  with  100  c.c.  of  chemically  pure  carbon  disulphide.  Agitate 
itil  all  lumps  appear  and  nothing  adheres  to  the  bottom  of  the  flask.  Cork  and  allow  to 
and  fifteen  (16)  minutes.  Filter  off  on  a  Gooch  crucible  with  asbestos  felt  or  a  weighed 
ter  paper  and  wash  until  the  washings  come  through  practically  colorless.  Dry  the  flask 
id  filter  at  250*F.  Evaporate  the  filtrate  containing  the  bitumen,  bum  to  an  ash  and 
Id  to  the  residue  on  the  filter. 

Remark* . — The  limits  of  accuracy  of  this  test  as  applied  to  bitumens  containing  con- 
lerable  proportions  of  non-bituminous  matter  may  be  considered  as  being  within  one- 
tlf  !(3'0  per  cent,  above  or  below  the  result  obtained.  In  practically  pure  bitumens 
le-quarter  O4)  per  cent,  above  or  below  is  the  ordinary  limit  of  accuracy. 

DETERMINATION  OF  BITUMEN  SOLUBLE  IN  CARBON  TETRACHLORIDE 

tS.  One  gram  of  the  sample  shall  be  weighed  into  a  tared  200-c.c.  wide-mouth  Erlenmeyer 
isk  and  covered  with  100  c.c.  of  chemically  pure  carbon  tetrachloride.  Agitate  until  all 
mpe  disappear  and  nothing  adheres  to  the  bottom  of  the  flask.  Cork  and  allow  to  stand 
ght  (8)  hours  in  the  dark.  Filter  off  on  a  Gooch  crucible  with  asbestos  felt  or  a 
sighed  filter  paper  and  wash  until  the  washings  come  through  practically  colorless,  using 
>t  less  than  100  c.c.  of  fresh  solvent.     Dry  the  filter  at  250*F. 

Remark*. — Tne  amount  of  bitumen  insoluble  in  carbon  tetiacaloride  is  indicative  of 
liether  or  not  decomposition  has  been  produced  by  improper  heat  treatment.     The  limits 
accuracy  of  this  test  may  be  considered  as  being  within  one-half  (H)  per  cent,  above  or 
$low  the  resxilt  obtained. 

VOLATILIZATION  TEST 

S4.  Twenty  (20)  grams  of  the  sample  shall  be  placed  in  a  weighed  tin  box,  two  and  one- 
larter  (2>4)  inches  in  diameter  and  three-quarters  (H)  of  an  inch  high  (two-ounce  Gill 
yle  can,  obtainable  from  the  American  Can  Company),  and  heated  five  (5)  hours  at  325*F. 
be  heating  shall  be  done  in  a  ventilated  oven  which  shall  have  reached  the  temperature 
»ecified  before  the  introduction  of  the  samples  and  which  is  maintained  within  two  (2) 
igrees  of  that  temperature  throughout  the  test.  The  tin  can  should  be  insxilated  by  a 
leet  of  asbestos  or  other  material  from  direct  metallic  contact  with  the  sides  or  walls  of 
e  oven.  The  bulb  of  the  thermometer  should  be  immersed  in  a  control  bath  immediately 
ongside  of  the  sample  being  tested,  the  container  and  the  method  of  insulation  being  the 
me  in  both  cases. 

Remark*. — This  test  indicates  the  extent  to  which  bitumens  in  the  course  of  time  lose 
leir  more  volatile  hydrocarbon  constituents  and  the  hardening  resulting  from  volatilisa- 
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tion  and  ohemiciil  change.  It  may  be  considered  as  an  accelerated  ezpoBore  test  Hm 
iimitB  of  accuracy  of  tluB  test  cannot  be  definitely  stated,  owinf  to  the  widely  Taryinc  r«- 
sults  obtained  by  the  use  of.  different  types  of  ovens  and  failure  to  carefully  obaenre  all  tlie 
conditions  prescribed.  When  carefully  conducted  according  to  the  above  directions,  a  teit 
showing  six  (6)  per  cent,  loss  should  be  considered  as  passing  a  specification  calling  for  not 
over  five  (5)  per  cent.  loss. 

FLASH  TBST 

SI.  Flash  test  shall  be  made  in  a  circular  tin  can  about  two  and  one-quarter  (2K)  indbm 
in  diameter  and  about  one  and  three-eighths  (IH)  inches  deep  (3-ounce  Gill  style,  Ajncriean 
Can  Company),  provided  with  a  suitable  transparent  cover  of  mica,  or  glass,  etc  Tha 
cover  shall  be  provided  with  two  apertures  for  the  insertion  of  the  thermometer  and  tcit 
flame.  The  aperture  for  the  thermometer  shall  be  three-eighths  (H )  of  an  inch  in  diameter 
and  shall  be  centrally  located.  The  aperture  for  the  test  flame  shall  be  triangular  in  shape 
measuring  one-half  O2)  inch  on  the  base  and  three-quarters  (^4)  of  an  inch  in  heii^t.  The 
base  shall  coincide  with  the  rim  of  the  can.  A  thermometer  approximately  fifteen  (15) 
inches  long,  graduated  in  single  degrees,  shall  have  its  bulb  completely  immersed  in  the 
material  being  tested.  It  shall  not  touch  the  bottom  of  the  can  and  shall  be  suspended  in 
the  proper  position.  The  can  shall  be  filled  with  the  material  to  be  tested  so  as  to  kvn 
a  one-half  (>^ )  inch  vapor  space  when  melted.  The  material  shall  be  heated  at  the  rate  of 
10*F.  a  minute  and  the  test  flame  applied  every  o'F.  after  a  temperature  300*F.  has  beeo 
reached.  No  correction  for  emergent  stem  shall  be  made.  The  test  flame  shall  be  one- 
eighth  00  of  an  inch  long  and  shall  be  dipped  in  just  below  the  surface  of  the  cover  snd 
then  immediately  withdrawn. 

RemarkB. — This  test  indicates  the  temperature  at  which  inflammable  vapors  are  givea 
off  in  an  enclosed  space.  It  supplements  the  volatilisation  test  and  guards  against  the  use 
of  a  material  containing  too  large  an  amoimt  of  volatile  hydrocarbons.  The  limit  of  ac- 
curacy of  this  test  may  be  considered  as  being  five  (5)  degrees  above  or  below  the  readinf 
obtained. 

SPECIFIC  GRAVITY  TEST 

86.  (a)  Fluid  Materials: 

The  specific  gravity  of  fluid  materials  shall  be  taken  in  the  usual  way  in  a  pycnometer  at 
77'F. 

(6)  Viscous  Fluid  and  Semi-Solid  Materials: 

The  specific  gravity  of  these  materials  snail  be  taken  in  a  cylindrical  weighing  bottle 
pycnometer  as  given  on  page  10,  Bulletin  No.  38,  of  the  Office  of  Public  Roads.  (Seepage 
127.) 

(c)  Hard  Solid  Materials: 

The  specific  gravity  of  hard,  solid  materials  shall  bo  taken  by  the  displacement  method 

DETERMINATION  OF  BITUMEN  CONTENTS  AND  MESH  COMPOSITION 

OF  BINDER 

87.  Weigh  out  from  350  to  500  grams  of  the  binder  and  extract  the  bitumen  from  it  in  a 
centrifugal  extractor  or  suitable  continuous  hot  extractor,  using  chemically  pure  carbon 
disulphide  as  a  solvent  for  the  bitumen.  Follow  the  same  general  method  for  the  dryiof 
and  siftinK  of  the  mineral  aggrcRate  as  described  in  the  method  for  analysing  surface  mix- 
tures.    The  sieves  to  be  used  arc  as  follows: 

l>2-in.,  1-in.,  54-in.  and  >i-in.  circular  opening,  and  lO-mesh. 
Remarks. — The  limits  of  accuracv  of  this  test  are  as  follows: 

For  bitumen  contents,  three-tenths  (0,3)  per  cent,  above  or  below  the  result  obtWD«d. 
For  mesh  composition,  ten  (10)  per  cent,  of  the  result  obtained  (above  or  below). 

DETERMINATION  OF  BITUMEN  CONTENTS  AND  MESH  COMPOSITION 

OF  SURFACE  MIXTURES 

88.  The  sample  of  surface  mixture  snould  be  heated  to  about  300*F.  until  soft  and  ten  to 
twenty  grams  of  it  weighed  on  to  a  tared  S.  &  8.  filter  paper  No.  695,  11  cm.  in  diatneler 
The  filter  paper  and  contents  should  be  placed  in  a  funnel  and  washed  with  chemically  P**** 
carbon  disulphide  until  the  washings  run  through  practically  colorless.  Dry  the  filter ptIM' 
and  residue  at  250°F.  for  one-half  (J^j)  hour.  Open  the  filter  paper  carefully  and  1*" 
the  mineral  aggregate.     Scrape  off  the  dust  adhering  to  the  paper  as  thorougUr 
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with  a  blunt  palette  knife  and  add  it  to  the  mineral  aggregate.  Evaporate  the  filtrate  con- 
taining the  bitumen,  burn  the  bitumen,  add  the  filter  paper  to  it  and  bum  to  an  ash.  Add 
the  aah  to  the  mineral  aggregate  previously  removed  from  the  filter  paper  and  weigh.  The 
difference  between  the  weight  of  surface  mixture  originally  taken  and  the  combined  weight 
of  the  ash  and  residue  is  considered  as  the  weight  of  bitumen  in  the  sample.  This  com- 
bined ash  and  residue  is  then  sifted  through  the  following  sieves  (in  the  order  named)  and 
the  percentages  of  the  varioiis  siied  particles  calculated: 

200.  100,  80,  50,  40.  30,  20.  10  and  8. 

Sifting  shall  be  continued  on  each  sieve  until  less  than  one  (1)  per  cent,  passes  through 
the  sieve  during  the  last  minute  of  sifting. 

If  desired,  the  surface  mixture  may  be  extracted  in  a  centrifuge  or  in  any  suitable  form  of 
extractor  with  hot  chemically  pure  carbon  disulphide  and  the  combined  ash  from  the  ex- 
tracted bitumen  and  the  mineral  aggregate  sifted  as  above. 

Remark: — The  limits  of  accuracy  of  this  test  are  as  follows: 

For  bitumen  contents,  three-tenths  (0.3)  per  cent,  above  or  below  the  result  obtained. 
For  mesh  composition,  ten  (10)  per  cent,  of  the  result  obtained  (above  or  below). 

SAMPLES 

19.  Samples  should  be  put  in  clean,  dry  containers,  preferably  tin  boxes  or  cans.  The 
following  amounts  of  the  different  materials  are  required  for  test: 

Binder  stone 6      lb. 

FiUer H  lb. 

Sand 1      lb. 

Refined  asphalt 1      lb. 

Asphalt  cement 1      lb. 

Flux 1      lb. 

Method  of  Sampling. — Extreme  care  should  be  taken  in  every  case  to  obtain  a  sample 
which  is  truly  representative  of  the  material  to  be  examined.  These  samples  are  for  the 
use  of  the  testing  laboratory  only  and  should  not  be  used  for  testing  at  the  plant  before  sub- 
mitting them  to  the  laboratory.  The  particular  precautions  to  be  observed  in  each  case 
are  given  below: 

Binder  Stone. — A  sufficient  number  of  5-lb.  samples  to  be  taken  from  different  parts  of 
the  pile.  These  should  be  thoroughly  mixed  together  and  reduced  by  quartering  to  the 
desired  sise. 

FiUer. — A  sample  should  be  taken  from  several  bags  and  mixed. 

Sand. — Samples  should  be  taken  from  the  interior  of  the  pile  where  the  sand  is  damp. 
A  sufficient  number  of  1-lb.  samples  to  be  taken  from  different  parts  of  the  pile.  These  should 
be  thoroughly  mixed  together  and  reduced  by  quartering  to  the  desired  sice. 

REFINED  ASPHALT  AND  ASPHALT  CEMENT 

50.  In  Barrels. — At  least  one  sample  should  be  taken  from  each  batch.  It  should  be 
taken  at  sufficient  depth  below  the  surface  to  insure  obtaining  representative  material  free 
from  all  dirt  or  other  extraneoiis  matter,  and  at  a  point  not  less  than  four  (4)  inches  distant 
from  the  top  and  sides  of  the  barrel. 

In  Tank  Cars. — The  contents  of  the  tank  should  be  heated  until  completely  liquid  through- 
out. It  should  then  be  agitated  and  thoroughly  mixed  by  means  of  air  or  steam,  after 
which  the  sample  shall  be  taken  from  the  dome  in  such  a  manner  as  to  obtain  the  asphalt 
from  a  point  at  least  three  (3)  feet. below  the  surface. 

In  Kettles. — The  contents  of  the  kettles  must  be  completely  liquid  and  thoroughly 
agitated  previous  to  and  during  sampling.  The  sample  may  be  taken  from  the  pipe  through 
which  the  material  is  delivered  to  the  mixer  or  by  means  of  a  clean  dipper. 

51.  Flax. — The  directions  given  for  sampling  refined  asphalt  and  asphalt  cement  apply 
to  this  material  except  that  under  ordinary  conditions  it  is  not  necessary  to  agitate  the 
eontents  of  the  tank  car. 

SS,  Softec*  and  Binder  Mixtures. — Samples  should  preferably  be  taken  on  the  street 
after  the  mixture  has  been  shoveled  and  raked.  Samples  taken  from  the  plant  shall  be 
*ik*mimaA  fram  ih9  wftffons,  special  care  being  observed  to  avoid  material  from  the  top  of  the 
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load  or  which  appears  to  vary  from  the  average.     Samples  should  be  pressed  between  • 
sheet  of  paper  and  trimmed  while  hot  to  a  convenient  sise. 

REVISIONS  OF  SPECIFICATIONS  FOR  SHEET  ASPHALT  PAVING 

Edition  of  1916.  as  Adopted  in  1918 
Page  397.— 

(1)  Section  4,  first  paragraph,  first  line: 

Insert  the  words  "and  atphall  cetnenU"  after  the  words  "The  refined  asphalts." 

(2)  Section  4,  first  paragraph,  third  line: 

Insert  the  words  "and  miring**  after  the  words  "methods  of  rfsfining.** 

(3)  Section  4,  second  paragraph,  first  line: 

Insert  the  words  "and  atphait  cement**'  after  the  word  "asphalts." 

(4)  Section  4,  second  paragraph,  fourth  line: 

Insert  the  words  "and  aepKeUt  cement'*  after  the  word  "asphalt." 
Page  397.— 

(6)  Section  4,  second  paragraph,  sixth  line: 
Delete  the  word  "foregoing." 
Page  398.— 

(6)  Section  8,  first  paragraph: 

Rewrite  as  follows:  "Sample*,  If  the  contractor  desires  to  use  an  asphalt  cement 
prepared  at  the  refinery  he  must  submit  with  his  bid  a  one  (1)  pound  sample  of 
such  asphalt  cement,  together  with  a  statement  as  to  the  source  and  character 
of  the  material  used  in  its  manufacture.  If  the  contractor  intends  to  prepare  the 
asphalt  cement  at  his  plant  by  mixing  together  refined  asphalt  and  flux,  he  muit 
submit  with  his  bid  one  (1)  pound  samples  of  the  refined  asphalt,  flux  and  asphalt 
cement  that  he  proposes  to  use,  together  with  a  statement  as  to  the  source,  char- 
acter and  proportions  of  the  materials  composing  them.  No  contract  shall  be 
awarded  to  any  bidder  whose  samples  do  not  comply  in  every  respect  with  these 
specifications.  No  asphalt  other  than  that  specified  in  his  bid  shall  be  used  by 
any  contractor  except  with  the  written  consent  of  the  engineer  and  provided  that 
it  complies  in  all  respects  with  the  requirements  of  these  specifications." 
(Follow  with  the  second  paragraph  as  it  now  stands.) 
Page  398. — 

(7)  Section  9.  first  paragraph: 

Rewrite  as  follows:  "The  asphalt  cement  shall  be  prepared — 
(a)  By  the  careful  refining  of  natural  liquid  mineral  bitumens  to  the  proper  pene- 
tration. 
(6)  By  fluxing  hard  asphalt  or  combinations  of  asphalt  with  flux." 

(8)  Section  9,  second  paragraph,  first  line: 

Commence  tne  paragraph  with  the  words  "In  preparing  fluxed  aephait  cement*." 
(Follow  with  the  paragraph  as  it  now  stands.) 

NoT£. — The  above  changes  are  to  more  clearly  provide  for  the  use  of  asphalt 
cements  prepared  at  the  refinery  and  not  at  the  paving  plant. 
Page  398.— 

(9)  Section  7: 

Change  the  sand  specifications  with  respect  to  8  and  10  mesh  materials  so  that 
they  will  read  as  follows: 

Passing  10  mesh  and  retained  on  20  mesh,  4  to  15  per  cent. 
Passing    8  mesh  and  retained  on  10  mesh,  0  to    8  per  cent. 
Page  401.— 

(10)  Section  10: 

ChanRC  tlie  requirements  for  the  mesh  composition  of  the  finishcKi  pavement  to 
accord  with  the  above  change  in  sand,  as  follows: 
PasainK  10  mesh,  2  to  12  per  cent. 

NoTK. — The  above  changes  permit  the  use  of  a  slightly  coarser  sand  than  that 
allowed  under  the  preBcnt  specifications  and  tend  to  increase  the  stability  of  the 
pavement. 

(11)  Pane  397.  Section  5.  Clause  "c;" 

(12)  Page  399,  Section  10,  Clause  "d;" 

(13)  Page  403.  Section  24: 

Change  the  amount  of  material  used  in  the  volatiliiation  teet  from  20  to  fifty  (50) 
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grama  and  the  loss  permitted  from  5  per  cent,  to  three  (3)  per  cent.,  and  the  depth 
of  the  box  to  IH  in. 

NoTB. — This  will  bring  the  test  more  nearly  in  accord  with  A.  8.  T.  M.  Standard 
method,  and  will  leave  the  standard  of  quality  substantially  as  at  present. 

(14)  Page  309.  Section  10,  Paragraph  "a:" 

Add  the  words  "and /tm  from  water.*' 

(15)  Page  403,  Section  22,  third  line: 

Chancre  the  word  "appear"  to  "disappear." 
(10)  Page  403.  Section  23.  fourth  line: 

Change  the  word  "eighteen"  to  "eight.** 


Specifications  for  Surface  Treatments  with  Cold  Bituminous  Materials, 
Adopted  by  the  American  Society  of  Municipal  Improvements 

SPECIFICATIONS    FOR    SURFACE    TREATMENTS    WITH    COLD    BITUMINOUS 

MATERIALS 

1.  Description  of  Bituminous  Surface  Treatment. — The  bituminous 
surface  treatment  shall  consist  of  one  application  of  refined  tar  or  cut-back 
asphalt  cement  covered  with  a  thin  layer  of  top  dressing  as  hereinafter 
specified. 

Note. — This  specification  provides  for  a  surface  treatment  which  may 
be  used  on  thoroughly  cleaned  broken  stone  or  gravel  roads  in  good  condi- 
tion; for  the  re-treatment  of  tar  surfaces  or  the  maintenance  of  seal  coats 
on  tar-macadam  or  tar-concrete  pavements  if  refined  tar  is  used  for  the 
surface  treatment;  or  for  the  re-treatment  of  asphaltic  surfaces  or  the 
maintenance  of  seal  coats  on  asphaltic  macadam  or  asphaltic  concrete 
pavements  if  cut-back  asphalt  cement  is  used  for  the  surface  treatment. 

2.  Refined  Tar  and  Cut-Back  Asphalt  Cement. — The  refined  tar  or 
cut-back  asphalt  cement,  hereinafter  referred  to  as  bituminous  material, 
used  in  the  construction  of  the  surface  treatments  shall  conform  with  its 
respective  specification  covering  the  chemical  and  physical  properties  of 
bituminous  materials  included  under  the  item  entitled  ''Refined  Tar  and 

» 

Cut-Back  Asphalt  Cement  for  Cold  Surface  Treatment." 

8.  Preparation  of  Surface  of  Roadway. — After  the  surface  of  the  roadway 
shall  have  been  repaired,  is  well  consoUdated,  and  free  from  holes  or  de- 
pressions, and  when  thoroughly  dry,  it  shall  be  swept  clean  of  all  dust,  dirt 
or  other  loose  material  with  horse-  or  power-drawn  brooms  and  bass  or 
other  fine-fiber  brooms,  or  with  stiff-fiber  hand  brooms  and  bass  or  other 
fine-fiber  brooms.  Newly  constructed  broken  stone  or  gravel  roads  shall  be 
subjected  to  traffic  for  at  least  one  month  before  the  construction  of  the 
bituminous  surface  thereon. 

4.  Application  of  Bituminous  Material. — After  the  surface  shall  have 
been  cleaned,  and  when  thoroughly  dry,  the  unheated  bituminous  material 
shall  be  uniformly  applied  to  the  prepared  surface  of  the  roadway  by  means 
of  a  pressure  distributer  as  hereinafter  specified,  and  in  accordance  with 
the  directions  of  the  engineer.  The  total  amount  of  bituminous  material 
to  be  used  in  the  surface  treatment  shall  be  applied  in  one  application 
and  shall  not  be  less  than  one-eighth  m)  nor  more  than  one-half  ()^) 
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gallon  per  square  yard,  the  precise  quantity  being  determined  by  the 
engineer. 

Notes. — The  first  treatment  of  broken  stone  or  gravel  roads  should 
consist  of  an  application  of  between  one-third  ()^i)  and  one-half  (H)  gallon 
per  square  yard.  Generally,  subsequent  treatments  on  the  above  types  of 
roads,  and  bituminous  pavements,  should  be  less  than  one-third  (H)  g^Uon 
per  square  yard. 

6.  Pressure  Distributer. — The  pressure  distributer  employed  shall  be  bo 
designed  and  operated  as  to  distribute  the  bituminous  material  specified 
uniformly  under  a  pressure  of  not  less  than  twenty  (20)  pounds  nor  more 
than  seventy-five  (75)  pounds  per  square  inch  in  the  amount  and  between 
the  limits  of  temperature  specified.  It  shall  be  supplied  with  an  accurate 
pressure  gage  so  located  as  to  be  easily  observed  by  the  engineer  while  walk- 
ing beside  the  distributer.  It  shall  be  so  operated  that,  at  the  termination 
of  each  run,  the  bituminous  material  will  be  at  once  shut  off.  It  shall  be 
so  designed  that  the  normal  width  of  application  shall  be  not  less  than  six 
(6)  feet  and  so  that  it  will  be  possible  on  either  side  of  the  machine  to  apply 
widths  of  not  more  than  two  (2)  feet.  The  distributer  shall  be  provided 
with  tires  of  widths  dependent  upon  the  following  relationship  between 
the  pressure  per  square  inch  of  tire  and  the  diameter  of  the  wheel;  for  a 
two-  {2)  foot  diameter  wheel,  five  hundred  (500)  pounds  shall  be  the  maii- 
mum  pressure  per  Unear  inch  of  width  per  wheel,  an  additional  pressure  of 
thirty  (30)  pounds  per  inch  being  allowed  for  each  additional  three  (3) 
inches  in  diameter. 

6.  Application  of  Top  Dressing. — Immediately  after  the  completion  of 
the  application  of  the  bituminous  material,  from  fifteen  (15)  to  twenty- 
two  (22)  pounds  of  broken  stone  chips,  pea  gravel,  grit  or  other  mineral 
matter  which  will  meet  the  following  requirements,  shall  be  uniformly 
spread,  as  directed  by  the  engineer,  over  the  surface  of  the  bituminous 
material. 

7.  The  broken  stone,  or  pea  gravel,  grit  or  other  mineral  matter  shall 
consist  of  clean,  hard,  tough,  durable  material,  free  from  soft  or  disin- 
tegrated particles,  dirt,  or  other  objectionable  matter. 

8.  When  tested  by  means  of  laboratory  screens  it  shall  meet  the  follow- 
ing requirements: 

Passing  J^-in.  screen,  not  less  than 85  per  cent. 

Retained  on  K-in.  screen,  not  less  than 85  per  cent. 

9.  Seasonal  and  Weather  Limitations. — No  bituminous  material  shall 
be  applied  when  the  air  temperature  in  the  shade  is  below  10®C.  (50®F.), 
except  by  the  written  permission  of  the  engineer. 

10.  Measurement  and  Payment. — The  quantity  of  surface  treatment 
to  be  paid  for  under  this  item  shall  be  the  number  of  square  yards,  measured 
horizontally,  satisfactorily  completed  in  accordance  with  the  specifications. 
The  price  stipulated  in  this  item  shall  include  the  furnishing  and  screening 
of  the  top  dressing,  the  preparation  of  the  roadway  surface,  the  application 
of  the  bituminous  material,  and  the  spreading  of  the  top  dressing,  and  all 
materials,  work  and  expenses  incidental  to  the  completion  of  the  surface 
treatments,  except  the  furnishing  of  the  bituminous  materiaL  which  will 
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be  inclmleii  for  pnyment  under  the  item  entitled  "  Refined  Tar  and  Cut- Back 
Asphalt  Cement  for  Cold  Surface  Treatnietit." 


11.  Previous  Service, ^The  contractor  will  be  required  to  show  to  the 
eatiaf action  of  the  engineer,  that  the  company  manufacturing  the  bituminous 
material  he  proposBB  to  use  under  a  given  specificatioTi  has,  for  a  period  o( 
at  least  two  years,  manufactured  bituminous  material  in  a  thoroughly 
equipped  plant,  and  that  the  bituminous  material  which  he  proposes  to 
use  shall  have  been  in  continuous  and  successful  use  in  the  surface  treat- 
ment of  roadways  for  a  period  of  at  least  two  j-ears  previous  to  the  date  of 
the  letting  on  which  hia  proposal  waa  aubmitt«d. 

12.  Refined  Tar.— Its  specific  gravity  at  2h"12b°C.  (777T7°F.)  shall 
not  be  loss  than  1.100  nor  more  than  1,180. 

13.  When  tested  by  means  of  the  Engler  viscosimeter  at  WC.  (!04°F.), 
the  speeific  viscosity  of  the  first  50  c.c.  passing  the  orifice  of  the  viscosimeter 
shall  be  not  less  than  10  nor  more  than  35,  with  a  maximum  range  not 
exceeding  5. 

Note. — Low  specific  viscosities  should  be  used  for  work  in  the  northern 
States  and  high  specific  viscosities  for  work  in  the  southern  Slates, 

14.  Its  bitumen,  aa  determined  by  its  solubility  in  chemically  pure  carbon 
disulphide  at  room  temperature  shall  not  be  less  than  90  per  cent. 

16.  When  distilled  according  to  the  Am.  Soc.  Test.  Mat.  Standard 
Method,  it  shall  yield  not  more  than  5  per  cent,  of  distillate  at  a  temperature 
lower  than  170°C.  (338°F,);  not  more  than  30  per  cent,  shall  distil  below 
270°C.  (SIS'F.);  and  not  more  than  40  per  cent,  shall  distill  below  300°C. 
f572''F,). 

16.  Cut-Back  Asphalt  Cement.— The  cut-back  asphalt  cement  shall 
consist  of  a  mislvire  of  asphalt  cement  and  naphtha,  which  will  comply 
with  the  following  specifications: 

17.  Its  specific  gravity  at  25°/25°C.  (77''/77°F.)  shall  be  not  less  than 
0.890. 

18.  When  20  grams  of  the  material  are  maintained  at  a  uniform  tem- 
perature of  163°C.  (325''F.)  for  5  hours,  in  an  open  cylindrical  tin  dish  5}>i 
cm.  (about  2]ii  in.)  in  diameter,  with  vertical  aides  measuring  approxi- 
mately 3>j  cm.  (about  l^i  in.)  in  depth,  the  loss  in  weight  shall  be  not 
less  than  30  per  cent,  nor  more  than  40  per  cent. 

19.  When  tested  with  a  standard  No.  2  needle  under  a  load  of  100  grams 
for  5  seconds  at  25°C.  f77°F.),  the  penetration  of  the  residue,  expressed  in 
hundredths  of  a  centinictcr,  shall  be  between  50  and  85, 

SO.  When  tested  l>y  means  of  the  F.ngler  viscosimeter  at  25°C.  (77°F.), 
the  specific  viaeosity  of  the  first  50  c.c.  passing  the  orifice  of  the  viacoaimeter 
shall  be  not  less  than  25  nor  more  than  35. 

21.  When  distilled  according  to  the  Standard  Method  of  the  Am.  Soc. 
Test.  Mat.,  the  specific  gravity  of  the  distillate  below  300°C.  (572°^)  shall 
be  not  less  than  0.730  nor  more  than  0.780. 

S3.  Its  bitumen,  as  determined  by  its  aolultility  in  chemically  pure 
^Learbon  disulphide  at  room  temperature,  shall  be  not  lees  than  90.5  per  cent. 
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23.  Delivery. — The  bituminous  material  shall  be  delivered  in  suitable 
containers,  far  enough  in  advance  of  its  use  in  the  work  to  permit  the 
necessary  tests  to  be  made.  Each  container  shall  be  plainly  labeled  with  the 
trade  name  of  the  bituminous  material,  name  of  manufacturer,  gro«  weight 
and  net  weight.     Each  shipment  and  each  carload  shall  be  kept  sepante. 

24.  Bills  of  Lading. — The  contractor  shall  furnish  the  engineer  bilk  of 
lading,  or  correct  copies  thereof,  which  shall  state  the  trade  name  of  the 
bituminous  material  and  the  name  and  address  of  the  company  manih 
facturing  and  supplying  it.    , 

26.  Samples. — Samples  will  be  taken  by  the  engineer  from  each  car- 
load of  bituminous  material  when  delivered  at  the  work,  unlees  satiafactoiy 
arrangements  can  be  made  for  sampling  before  shipment.  Such  sampiei 
shall  be  analyzed  by  the  engineer  to  assure  the  delivery  of  a  bituminouB 
material  of  the  specified  quality. 

26.  Work  Included. — Under  this  item  the  contractor  shall  furnish  and 
deliver  on  the  work,  at  such  points  as  directed,  bituminous  material  which 
conforms  with  the  specifications  of  either  refined  tar  or  cut-back  asphalt 
cement,  as  specified. 

27.  Measurement  and  Pajrment. — The  quantity  of  bituminous  material 
to  be  paid  for  under  this  item  shall  be  the  number  of  gallons  placed  on  the 
highway  in  accordance  with  the  specifications  and  requirements,  or  used  aa 
directed  for  other  purposes.  Bituminous  material  that  is  wasted  by  the 
contractor  shall  not  be  included  in  the  measurement  under  this  item.  Tie 
price  stipulated  in  this  item  shall  include  the  cost  of  furnishing,  hauling  and 
delivering  the  bituminous  material  on  the  work,  and  all  expenses  incid^tal 
thereto. 


Specifications  for  Asphaltic  Concrete  (Including  "Bitulithic"  and  Speci- 
fications for  Coal  Tar  and  Water-Gas  Tar),  Adopted  October  12,  1910, 
by  the  American  Society  of  Municipal  Improvements 

SPECIFICATIONS  FOR  BITUMINOUS  CONCRBTB  PAVBMBNT 

Sub-grade. — The  contractor  will  be  required  to  do  all  of  the  grading  neoenary  to  bring 
the  surface  to  the  proper  sub-grade  as  determined  by  the  lines  and  grades  giv«n  by  the 
enKincer.  If  the  material  at  sub-grade  is  of  an  unstable  character  and  unfit  for  foundatioB, 
the  contractor  shall  make  such  additional  excavation  as  may  be  determined  by  the  engiiMer 
and  refilled  with  approved  material.  After  all  necessary  grading  has  been  done  to  bring 
this  surface  to  sub-grade,  the  street  shall  be  thoroughly  rolled  with  an  approved  road  raOer 
weighing  not  loss  than  ten  tons.  If  settlement  occurs  the  depressions  shall  be  filled  and 
then  re-rolled  until  the  surface  is  solid,  uniform  and  parallel  with  the  grade  and  cross  sectioB 
of  the  finibhed  pavement.  All  filling  shall  be  free  from  animal  or  vegetable  matter  and  of  t 
character  approved  by  the  engineer.  In  case  of  spongy  or  yielding  sub-grade  some  other 
means  besides  ordinary  rolling  and  sprinkling  must  be  employed  to  obtain  satisfaetcny  com- 
paction of  the  sub-grade.  In  case  of  loose,  sandy  soils,  a  small  amount  of  cinders.  grsTsI 
or  fine  crushed  stone  spread  over  the  surface  will  often  put  it  in  a  condition  to  be  compacted 
under  the  roller.  In  the  case  of  clay  soils  that  puddle  up  and  wave  or  creep  under  continued 
rolling,  it  is  best  to  roll  as  dry  as  possible  and  to  be  sparing  in  the  use  of  water  when  roDiaf 
the  first  layer  of  maraduni.  Cinders,  gravel  or  stone  screenings  will  often  help  in  rollinc 
such  sub-grades. 

Sub-drainage. — When  the  soil  is  of  surh  a  character  that  it  retains  an  excessive  amooot 
of  moisture,  such  as  clay,  subject  to  swelling  or  heaving  under  the  action  of  frost,  or  sands 
similar  to  quicksand  that  do  not  afford  a  ready  natural  drainage,  sub-drains  shouM  be 
provided. 
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The  above  method  may  be  varied  by  uaioc  the  crusher  run  of  stone  without  the  addition 
of  any  other  filler  where  the  imaEI  liiea  are  not  la  excess.     Aba  a  filler  other  than  stone 

materials  available  shows  better  results  can  be  obtained.  Under  aome  conditione  the  ehar- 
acter  of  soil  and  stone  available  may  be  such  u  Dot  to  require  the  use  of  any  filler  with  the 
■  tone  of  the  Rrst  course.  The  speclfi cations  given,  however,  represent  the  best  average 
practioe  where  itone  with  boadiog  value,  auch  as  limestone  or  trap  rock,  can  be  obtained. 

When  Ihe  Erst  layer  of  macadam  is  completed  as  specified,  spread  a  ueond  layer  of  clean     . 
■tone  pssiinK  a  two  (3)  or  two  and  one-half  (2h)-iuch  screen  and  held  on  a  one  <l)-inoh 
screen  to  a  depth  suffieleat  when  thoroughly  rolled  to  farm  the  remaining  one-third  of  the 

sereeoings  and  roll  with  the  appliestion  of  water  by  sprinkling.  The  sprinkling  and  rolling 
shall  be  continued  until  the  stone  u  well  bonded  and  until  no  more  compression  can  be 
obierved  under  the  toller.  Just  enough  filler  should  be  used  to  accomplish  this  purpose 
and  not  enoujth  to  form  a  Uyer  or  Elm  over  the  surface  of  Ihe  stone.     It  is  better  nut  to 

have  I  coarse,  grainy  base  upon  which  to  put  the  wearing  surface. 

As  an  alternate  method  of  construction  the  macadam  may  be  well  filled  with  icreening. 
watered  and  rolled  until  flushed  up  smooth.  Over  the  surface  of  the  macadam  base  thus 
constructed  shall  be  spread  a  third  Uyer  of  clean  stone  of  a  siie  to  pus  a  two  (3)-lncb  ring 
and  be  reliuoed  on  a  one  <ll-inch  ring.  This  layer  of  stone  should  average  one  (1)  ineh 
after  rolling  or  practically  only  one  stone  deep  and  is  for  the  purpose  of  forniing  a  binder  or 

surfaee.     After  being  spread  evenly  it  shall  be  lightly  rolled  only  enough  to  partially  imbed 

up  from  below  to  fill  tne  surface  voids  entirely.     Tne  final  rolling  ahould  be  done  while  the 
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BitiuDBD 7-  B  percent, 

Puains  200  m«h  scrwn 7-10  por  oeM. 

Puiinc    80  mesh  xir^n.  bu<  iwUinrd  on  ■  200 10-20  pec  «nt, 

Pusini    <0  m»h  icrHD.  but  ntaioed  on  sn  80 I0-2S  per  cent. 

Psning    2(1  rnuh  icnea.  but  retained  on  n  40 10-35  per  «D(. 

Pu>in(      8  oieah  aireeii,  but  retained  an  a  20 10-20  per  teat. 

Panini      4  mesh  acreea,  but  rntiined  oo  an  8 15-20  per  cent. 

PaaiinK      2  meih  Hcreen,  but  retained  on  a  4 fi-10  per  cent. 

The  mlDimum  amaunt  ef  bitumen  allowed  thai]  be  used  only  In  mixtures  containing  the 
minimum  total  paning  the  80-meah.  The  pcrcenlace  of  bitumen  must  be  inf^reaaed  above 
the  minimum  aa  the  total  paasin*  the  80-mcsb  inrrruei. 

The  Itom  desi«naled  u  dust  includes,  in  ndditian  to  the  stone  dust  or  poriUnd  eeinent 
th»t  may  be  added,  auch  fine  und  paining  a  200-mBBh  eoreeo  ne  may  be  found  seK-conlainBd 

asphalt. 

Method  o(  Miiine.— The  aggregate  ihall  be  dried  and  healed  in  properly  deaigaated 
drien  before  miiing  with  the  bituminous  cement.  The  drien  shall  he  of  the  revolving  type , 
thoroughly  agitating  and  turning  the  malerials  during  the  process  of  drying.  When  the 
aggregate  is  thoroughly  dried  and  heated  to  a  temperature  of  Erom  200  to  :1S0'P'.  depend- 

moiature,  mixed  with  the  hot  bitumlAoui  cement  aa  hereinarter  Hpeeified.  It  stone  dust  la 
UKd.  it  shall  be  introduced  directly  into  the  miier  without  passing  through  the  drier. 

The  bituminous  cement  shall  be  melted  in  a  tank  arranged  so  the  heat  can  be  properly 
and  euily  controlled  and  regulated.  When  melted  and  raised  to  a  temperature  of  from 
200  to  SSO'F..  depending  on  the  bituminous  cement  used,  it  shall  be  combined  in  the  proper 
proportions  with  the  hot  aggregote  and  inimcdialely  mixed  in  a  properly  designed  revolving 
mixer  until  a  thorough  and  intimate  mixture  of  the  ingredienta  has  been  accomplished  and 
the  partieTea  eomposing  the  aggregate  are  evenly  and  thoroughly  coated  with  the  bituminous 
cement.     The  mixer  ihalt  not  be  exposed  directly  lo  the  action  of  (ire. 

Method  of  Laying. — While  still  hot  from  the  mixer,  the  paving  mixture  shall  be  spread 
evenly  on  the  foundation  with  hot  Iron  rakea  and  shovels,  >o  that  when  compressed  with 
the  roller  it  shall  have  the  thieknees  specified,  with  the  surfscc  even  and  true  lo  grade. 
.\long  the  curb  and  around  manholes,  catch  basins  and  other  obstruetions  in  the  street, 
where  the  roller  cannot  reach,  the  compression  shall  be  secured  by  the  use  of  hot  iron 
tampers.  The  rolling  and  tamping  shall  be  done  db  quickly  as  posiibln  after  the  material 
is  spread,  while  still  hot  and  pliable.  When  the  paving  mixture  u  hauled  on  the  street 
in  dump  wagona  it  shall  be,  when  ordered  by  the  engineer,  kept  covered  with  canvas  to  r«> 
tain  heat,  dumped  on  platlorms  and  shoveled  into  place  and  raked  to  the  proper  grade.  As 
soon  as  spread  the  paving  mixture  shall  be  rolled  with  a  tandem  roller  weighing  at  least  six 
(6)  tons  and  the  rolling  continued,  working  lengthwise  and  diagonally  of  the  street.     When 

ten  (lO)-lon  rollsr.     Rolling  must  be  steadily  kept  up  and  eontinued  until  all  roller  marks 

The  paving  shall  be  done  continuously,  so  the  number  of  Joints  between  the  hot  and  cold 
material  may  be  reduced  to  the  minimum.  When  it  is  not  practicable  to  lay  it  continuoualy 
and  a  joint  ii  nnavoidable.  the  edge  of  the  cold  materTBl  shall  be  trimmed  down  taa  rough 
feather  edge,  and  the  surfare,  where  the  Joint  is  to  be  made,  painted  over  with  bituminous 
cement,  the  hot  material  ntked  over  the  leathered  edge  and  thoroughly  rolled.     Instead 

eighteen  (IS)  inches  wide  with  three  parallel  lines  of  three-quarter  (til-inch  ropes  sewed 
on  the  under  aide  about  three  (31  inehea  apart.  The  Joint  stripe  shaU  be  laid  on  the  feather 
edge  at  the  freshly  raked  material  with  the  upper  rope  at  the  line  where  the  thickness  be- 

The  faces  o[  the  curb  and  gutter,  iron  eaatings,  etc.,  shall  be  painted  with  bituminous 

cement  before  the  paving  mixture  la  hud. 

BlUfU*  Plnish.^Ai  soon  aa  punible  after  Ibo  rolling  of  the  mixture  is  finished,  and 

while  the  surface  ia  still  fresh  and  clean,  and,  If  possible,  while  warm,  aseal  eoat  of  biluminous 

onnent  of  proper  consistency  to  be  fleijble  when  cold  shall  be  spread  over  the  aurfaee.  It 
nt>11  be  applied  while  at  ■  tnnpenturo  of  frnm  200*  to  3«)°P.,  depending  upon  the  bltumin- 
Hjta  eemeat  uiHidi  and  evenly  spread  with  rubber  squeegees  or  mops.     Only  n  suffldent  eoat 
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shall  be  spread  to  flush  the  surface  voids  without  leavinc  an  ezoeas.  Immediatdyow 
this,  a  top  dressing  of  torpedo  sand,  fine  gravel  or  stone  chips  free  from  dust,  which  nnst  be 
thoroughly  dry  and  heated  in  cold  weather,  shall  be  spread  and  thorouchly  rolled  into  the 
surface.     A  small  surplus  shall  he  left  to  be  worn  in  or  worn  away  by  the  traffic. 

In  the  case  of  park  drives  and  roadways  not  subjected  to  heavy,  oonttant  trafl&c,  sad 
where  a  more  grainy  and  coarse  surface  is  desired,  the  surface  finish  specified  ftbove  BSjr  be 
omitted  and  the  following  method  of  finishing  adopted: 

As  the  bituminous  concrete  is  raked  to  grade,  and  just  before  the  roller  eomea  on  it,  ipnsd 
dry  stone  chips  or  coarse  torpedo  sand,  evenly  with  swinging  motions  of  a  shovel,  ontfl  the 
surface  is  barely  covered.  Then  roll  thoroughly  as  specified  in  the  preoedins 
relating  to  method  of  laying.  If  bare  spots  appear  under  the  roller,  sprinkle  more 
sand  and  continue  the  rolling  until  the  whole  surface  is  fairly  covered. 

After  the  sand  or  stone  chips  have  worn  into  the  surface,  the  street  shall  be  swept,  sD 
excess  of  surfacing  material  removed  and  the  street  left  clean. 

Asphaltic  Cement  and  Flux. — Use  the  specifications  for  asphalt,  asphalt  oement  and  in 
reported  by  the  sub -committee  on  sheet  asphalt  pavement  spedfioationa  and  adopted  bf 
the  Society. 

Coal  Tar  Cement. — The  coal  tar  cement  shall  be  residue  of  the  distillation  of  eoal  tsr 
only,  and  shall  be  refined  for  the  special  purpose  of  making  a  paving  oement. 

No  mixture  of  hard  pitch  with  the  lighter  oils  of  coal  tar  will  be  permitted. 

Its  specific' gravity  shall  be  not  less  than  1.20  nor  more  than  1.29  at  60*F. 

The  melting-point  determined  by  the  cube  method  shall  be  not  less  than  100*F.,  and  aot 
more  than  115*F. 

It  shall  contain  not  less  than  15  per  cent.,  nor  more  than  30  per  cent,  of  free  carbon  is- 
soluble  in  benzol. 

It  shall  be  free  from  water  as  determined  by  distillation  and  shall  show  upon  igniticB  not 
more  than  H  pcr  cent,  of  inorganic  matter. 

No  distillate  shall  be  obtoined  lower  than  338*F.,  and  up  to  600*  not  less  than  6  per  eest 
and  not  more  than  20  per  cent,  of  distillate  shall  be  obtained.  The  distillate  ahaD  bs  •( 
a  gravity  of  not  lens  than  1 .03  at  60'F.  The  residue  shall  have  a  melting-point  of  not  BMt 
than  les^F.  In  making  this  distillation  an  8-ounce  glass  retort  shall  be  used  and  the 
thermometer  suspended  so  that  before  applying  the  heat  the  bulb  of  the  thermomelsr  k 
>2  in.  above  the  surface  of  the  liquid.  The  melting-point  of  the  pitch  shall  be  determiaed 
by  suspending  a  >2-in.  cube  in  a  beaker  of  water  1  in.  above  the  bottom.  The  temperatinf 
shall  be  raised  9°  per  minute  from  60'F.  The  temperature  recorded  the  inatant  the  pitd 
touches  the  bottom  shall  be  considered  the  melting-point  of  the  pitch.  In  testing  the 
original  materials  the  initial  temperature  shall  be  40''F. 

WATER-GAS  TAR  CEMENT       ''- 

1.  The  8i>eeific  gravity  at  25'*C.  shall  be  between  1.155  and  1.170. 

2.  On  extraction  with  cold  carbon  disulphide  at  room  temperature  for  20  minutes,  sot 
less  than  97H  pcr  cent,  shall  be  soluble. 

3.  When  tested  in  a  penetrometer  at  25*'C.  with  a  No.  2  needle  under  100  crams  load  for 
5  seconds,  it  shall  have  a  penetration  of  not  lees  than  27.5  mm.  and  not  more  than  32.5  bus- 

4.  When  100  cc.  are  distilled  in  a  250-c.r.  Engler  flask  according  to  the  method  proposed 
by  the  American  Society  for  Testing  Materials,  the  loss  by  weight  shall  be  within  the  foDov* 
ing  limits: 

From  start  to  170'C 0 

170  to  225'C not  over  yipetemt 

225  to  270-0' from  2  to  0  per  eest. 

270  to  300°C from  5  to  9  per  oest 

Residue not  less  than  84  per  oest. 

SPECIFICATIONS  FOR  BITULITHIC  PAVEMENT  ON  ANY  APPROVED  FORM  OF 

FOUNDATION 

Wearing  Surface. — On  the  foundation  prepared  as  herein  above  specified,  shall  be  Wd 
the  Bitulithic  Wearing  Surface  and  Seal  Coat,  described  below,  so  as  to  have  a  *^^J**J 
of  two  (2)  inches  after  thorough  compreMion.  The  Wearing  Surface  shall  be  composed  oi 
hard  crushed  stone,  sand,  and  Bitulithic  Cement. 
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The  acceptance  of  bida  by 

and  the  letting  of  a  contract  for  the  same  shall  be  deemed  by  Warren  Brothers  COmps^r 

to  be  an  acceptance  of  ite  proposal  by 

and  by  the   Contractor  to  whom  such  contract  shall  be  awarded,  and  are  lO 

that  shall  be  necessary  to  bind  Warren  Brothers  Company  to  said  agreement.  Thefifiag 
of  a  bid  under  these  specifications  will  be  construed  as  an  acceptance  of  the  terns  of  the 
license  agreement  filed  by  the  Warren  Brothers  Company,  at  the  price  fixed  iatsid 
agreement,  which  is  on  file  with  the  proper  official  or  board. 

Boston,  Mass.,  Not.  27th,  1915. 
Mr.  Chas.  C.  Brown,  C.  E.,  Secretary, 

American  Society  of  Municipal  Improvements, 
Indianapolis,  Indiana. 
Dear  Sir: 

In  accordance  with  our  verbal  statement  to  the  Sub-Committee  on  Bituminous  Pknof 
Specifications,  the  General  Committee  on  Paving  Specifications,  and  aubeequently  oa  tke 
floor  of  the  Convention  of  the  Society  at  Dayton,  we  hereby  agree  that  a  pavement  eon- 
structcd  by  the  use  of  the  proportions  of  mineral  aggregate  enumerated  below,  eombinsd 
with  bituminous  cement,  will  not  possess  the  inherent  stability  and  density  covered  by  tht 
claims  of  and,  therefore,  will  not  infringe  on  our  patents.  The  proportions  referred  to 
as  adopted  by  the  Society  at  Dayton  convention  being  as  follows: 

Bitumen 7to    0  per  cent. 

Passing  200  mesh  screen 7  to  10  per  cent. 

Passing    80  mesh  screen 10  to  20  per  oent. 

Passing    40  mesh  screen 10  to  25  per  cent. 

Passing    20  mesh  screen 10  to  25  per  oent. 

Passing      8  mesh  screen 10  to  20  per  cent. 

Passing      4  mesh  screen 15  to  20  per  oent. 

Passing      2  mesh  screen 6  to  10  per  cent. 

Very  truly  yours. 

WaBBKN  BrOTHBR0  COMPANT, 

By  (Signed)  Geo.  C.  Warren, 

PreaideBt. 


Specifications  for  Broken  Stone  and  Gravel  Roads,  Adopted  October  1I| 
1916,  by  the  American  Society  of  Municipal  Improvements 

SPECIFICATIONS  FOR  BROKEN  STONE  ROAD 

1.  General  Description. — The  broken  stone  road  shall  oonsiat  of  three  eouraes  of  brokci 
stone,  separately  constructed,  laid  to  conform  to  the  required  grades  and  crow  scrtioiii 
and  constructed  as  hereinafter  specified. 

BROKEN  STONE 

S.  Quality  of  Broken  Stone. — All  broken  stone  shall  be  clean,  rough  surfaced  and  sbtfp 
angled,  of  compact  texture  and  uniform  grain. 

Tests  for  Broken  Stone. — The  broken  stone  shall  be  subjected  to  abrasion  tests  and  tooffc- 
neBs  tests  conducted  by  the  engineer  in  accordance  with  methods  adopted  by  the  Ameriess 
Society  for  Tcatint;  Muterials.  Auguat  15,  1008.  It  shall  show  a  "French  coeflSdeat  of 
wear"  of  not  \os»  than  7.0  and  itit  toughness  shall  be  not  less  than  6.0. 

8.  Sizes. — The  product  of  the  crusher  shall  be  passed  over  a  rotary  screen  with  sectioM 
having  respectively  circular  openinfrs  of  the  following  dimensions:  First  section,  five-eighthi 
(*h )  inch  holes;  second  bcction,  one  and  one-quarter  m)(  inch  holes:  third  section,  two  and 
one-quarter  (2J-4)  inch  holes;  fourth  section,  three  and  one-half  (3^^  )inch  holes.  If  W 
directed  the  fiist  section  of  the  screen  shall  be  fitted  with  a  dust  jacket  having  ODe-qusitT 
(.3-4  )  inch  openings  so  placed  us  to  separate  the  dust  from  the  product  passing  throufb  the 
first  section.     Tlic  screening  plant  shall  also  be  fitted  with  a  tailing  ohute  so  that  no  it(8M 


Nu.  1  tiie.  puiiDg  thcaush  fivB-eiEhthi  (^i  1-inch  sir 
No.  2  aiie,  pMHQt  DVer  fiTe-nicbthB  (H)-iaiih  Bsmo 
No.  3  ■!»,  punDg  over  one  and  oae-quarter  (t>i) 

r  iwo  iDd  oae-quarler  (2«). 

I  HE  SDd  ODc-hiK  <3H)-incb  ■ 


Mlf  (3).i)-i 


a  uid  thiough  tbm 


-V  Planli.. 


«  Pl< 


-]f  broken  stone  b  lo  be  eupplied  Iro: 
-al  niin  of  broken  ■tone  shill  not  b. 
by  the  eairineer.     The  variuui  uie>  • 
intiiUy  the  name  ■«  the  samplcB  approved. 


4.  Ptrat  Conna. — After  I 

le  □[  No. 


,he  required  thickneu  of  three  and  on 
itone  ahall  be  i^aAed  by  the  use  of  itdn 
s  of  the  brukeii  Htooe  must  he  from  piir 
[rom  piles  dumped  alongude  the  road,  or  aa  dire 
thoroughly  rolled  with  a  ten  (10)  (o  fitlwi  (151 
the  sides  of  the  road  and  continue  towards  thi 


COITSTRDCTIOn 

ih-grade  or  ■ub-base  course  shall 
df    [3ii)    inch( 


ave  been  prepared  as 

liat  it  shall  hate  after 

The  depth  of  Idoh! 

la.  as  directed.     The 


.  other 


of  the  sti 
than  that 


I  of  the  J 
y  for  br; 


e  that  the  subcrade  material 
of  aub-grade  maUrial  and  b 


(.  Second  Course.— On  the  completed  first  ooune  shall 
in  Che  preccdini  parsBraph,  No.  3  biokea  stons  lo  forni 
■tone  shall  be  evenly  spread  to  such  a  depth  that  it  shi 
tbieknesi  of  tvo  and  one-balf  HH)  inches.  After  the  i 
:ribed  tor  the  first  coursi 


the  Urji, 


The- 


y  of  sc 


re  shall  bi 


surface  of  the  second  co 

nes.  iradcs  and  cross-see 

(.  Third  Conra..— On 

the  completed  second  cou 

irseshi 

.ecified  for  the  first  coun 

HsNo.Sbrokenslonetof 

urmtb 

.all  be  evenly  spread  to 

«uch  a  depth  that  it  will 

have. 

'two  and  one-half  (2>il 

inches.     Aft*r  the  third 

reacribed  for  the  first  co 

.in  layer  of  screenings. 

The  quantity  of  .creenii 

nia  to 

iver  the  larger  atones  am 

1  care  shall  be  eurcisedti 

ifs.     This  coming  shall 

1  then  be  rolled  as  hereto 

Ions  pi 

shall  bo  evenly  covered  with  a 
■e  used  shall  be  just  sufficient  to 

:ofons  provided  eieepl  that  water  shall  be 
the  rolling  as  follows^  After  the  aoreeninga  shall  have  been  lightly 
■inkled  on  the  rosd  surface  juat  ahead  of  the  roller 


he  surlaee,  and 
Dued  until  the 


418  APPENDIX 

• 

voids  of  the  broken  stone  become  so  filled  with  the  finer  particles  «■  to  reeult  in  a  wvn  d 
grout  being  pushed  along  the  road  surface  by  the  front  wheel  of  the  roller.  When  the  idl- 
ing shall  have  been  completed  the  surface  of  the  third  course  shall  be  firm,  even  and  tm 
to  the  lines,  grades  and  cross-sections.  After  the  third  course  has  been  compacted,  paddled 
and  filled  as  above  specified,  it  shall  be  evenly  covered  with  a  thin  layer  of  scnensck 
Should  at  any  time,  after  its  construction  and  prior  to  the  aeoeptanoe  of  the  toad,  tbt 
larger  stone  be  viaible  in  the  surface  of  the  road,  the  contractor  shall,  without  extra  slltv* 
aniMS,  spread,  sprinkle  and  roll  sufficient  screenings  to  completely  cover  the  same. 

PATMBNT 

7.  Measurement  and  Payment. — The  quantity  of  broken  stone  road  to  be  paid  for  AaD 
be  the  number  of  square  yards,  measured  horisontally,  satisfactorily  oomi^eted  in  seeoid* 
ance  with  specifications.  The  price  stipulated  shall  include  the  fumishinc  emshiBg  isd 
screening  of  the  different  siies  of  broken  stone,  the  placing,  rolling  and  watering  of  the 
broken  stone,  and  all  work  and  expenses  incidental  to  the  completion  of  the  broken  itose 
road. 

SPECIFICATIONS  FOR  BROKEN  STONE  ROAD  WITH  BITUMINOUS  SURFACI 

BROKEN  STONE  ROAD 

8.  General  Description. — The  broken  stone  road  shall  consist  of  three  courses  of  brokra 
stone,  separately  constructed,  laid  to  conform  to  the  required  grades  and  cross-seetiom  tad 
constructed  as  hereinafter  specified. 

BROKEN  STONE 

9.  Quality  of  Broken  3tone. — All  broken  stone  shall  be  clean,  rough  surfaoed  and  tbarp 
angled,  of  compact  texture  and  uniform  grain. 

Te»t»  for  Broken  Stone. — The  broken  stone  shall  be  subjected  to  abrasion  tests  and  toogiH 
ness  tests  conducted  by  the  engineer  in  accordance  with  methods  adopted  by  the  Amerieu 
Society  for  Testing  Materials,  August  15,  1008.  The  broken  stone  used  for  the  cooftniD' 
tion  of  the  first  and  second  course  shall  show  a  French  coefficient  of  wear  of  not  less  tlisa 
7.0  and  its  toughness  shall  be  not  less  than  6.0.  The  broken  stone  used  for  the  constmetioB 
of  the  third  course  and  in  connection  with  the  bituminous  surface  shall  show  a  French  eo* 
efficient  of  wear  of  not  less  than  11.0  and  its  toughness  shall  not  be  less  than  13.0. 

10.  Sizes. — The  sizes  shall  be  in  accordance  with  the  requirements  as  stated  in  the  ptrt- 
graph  entitled  "Sixes"  in  the  specifications  for  "Broken  Stone  Road."  '' 

CONSTRUCTION 

11.  First  Course. — After  the  sub-grade  or  sub-base  course  shall  have  been  prepared  ei 
specified,  a  course  of  No.  4  broken  stone  shall  be  evenly  spread  so  that  it  shall  hare,  sftcr 
rolling,  the  required  thickness  of  three  and  one-half  (3>i )  inches.  The  depth  of  looM  brokm 
stone  shall  be  gaged  by  the  use  of  strings  between  iron  stakes  as  directed.  The  spreadiii 
of  the  broken  stone  must  be  from  piles  dumped  on  boards  provided  for  the  purpose  or  from 
piles  dumped  alongside  the  road,  or  as  directed  by  the  engineer.  This  oourae  dtall  be 
thoroughly  rolled  with  a  twelve  (12)  to  fifteen  (15)-ton  road  roller.  The  initial  rolling  sh^l 
begin  at  the  sides  of  the  road  and  continue  towards  the  center  and  shall  be  kept  up  until 
the  stone  is  keyed  together  and  there  is  no  disturbance  of  the  stone  ahead  of  the  roller.  After 
the  first  course  has  been  compacted,  it  shall  be  evenly  covered  with  a  thin  layer  of  screen- 
ings. The  quantity  of  screeninRs  to  be  used  shall  be  just  sufficient  to  cover  the  larger  stonei 
and  care  shall  be  exercised  to  avoid  the  use  of  an  excess  of  the  screenings.  The  coTerini 
shall  then  bo  rolled  as  heretofore  provided  except  that  water  shall  be  used  in  connection 
with  the  rolling  as  follows:  After  the  screenings  shall  have  been  lightly  rolled,  water  shall  be 
sprinkled  on  the  road  surface  just  ahead  of  the  roller  in  such  quantity  as  will  prevent  the 
sticking  to  the  wheels  of  the  roller  of  the  fine  material  on  the  surface,  and  the  combinMi 
spreading  of  screenings,  watering  and  rolling  shall  be  continued  until  the  voids  of  the  iHDken 
stone  become  so  filled  with  the  finer  particles  as  to  result  in  a  wave  of  grout  being  pushed 
along  the  road  surface  by  the  front  wheel  of  the  roller.  After  the  completion  of  the  roll* 
ingi  no  teaming  other  than  that  necessary  for  bringing  on  the  broken  stone  for  the  nrst 
oourse  shall  be  allowed  over  the  rolled  broken  stone.     Should  it  be  apparent  after  thi 
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rolling  of  the  first  course  that  the  subgrade  material  shall  have  become  churned  up  into  or 
mixed  with  the  broken  stone  of  this  course,  whether  by  reason  of  the  rolling,  or  by  hauling 
dver  the  broken  stone  or  otherwise,  the  Contractor  shall  at  his  own  expense  remove  and 
replace  such  mixture  of  sub-grade  material  and  broken  stone  with  clean  broken  stone  of 
the  proper  sise  and  shall  roll  the  material  to  produce  a  uniform,  firm  and  even  first  course  as 
required. 

11.  Second  Course. — On  the  completed  first  course  shall  be  spread,  in  the  manner  specified 

■  in  the  preceding  paragraph.  No.  4  broken  stone  to  form  the  second  course.     This  broken 

etone  shall  be  evenly  spread  to  such  a  depth  that  it  shall  have,  after  rolling,  the  required 

thickness  of  three  and  one-half  (3>$ )  inches.     The  second  course  shall  be  compacted,  puddled 

•  with  screenings  and  water,  and  finished  under  the  same  provisions  as  prescribed  for  the  first 

eourse.     When  the  roHing  shi^  have  been  completed,  the  surface  of  the  second  course  shall 

be  firm,  even  and  true  to  the  lines,  grades  and  cross-sections.     If  the  surface  is  not  slightly 

rough,  so  as  to  afford  a  sufficient  mechanical  bond  for  the  third  course,  it  shall  be  broomed. 

IS.  Third  Course. — On  the  completed  second  (course  shall  be  spread,  in  the   manner 

above  specified  for  the  first  course.  No.  3  broken  stone  to  form  the  third  course.     This 

broken  stone  shall  be  evenly  spread  to  such  a  depth  that  it  will  have,  after  rolling,  the 

required  thickness  of  two  and  one-half  (2>^ )  inches.     The  third  course  shall  be  compacted 

and  puddled  with  screenings  and  water  under  the  same  provisions  as  prescribed  for  the 

second  course,  and  when  the  rolling  shall  have  been  completed,  the  surface  of  the  third 

course  shall  be  firm,  even  and  true  to  the  lines,  grades  and  cross-sections.     After  the  third 

course  has  been  compacted,  puddled  and  filled  as  above  specified,  it  shall  be  evenly  covered 

with  a  thin  layer  of  screenings.     Should  at  any  time,  after  the  construction  of  the  third 

course  and  prior  to  the  application  of  bituminous  material  thereon,  the   larger  stone  be 

visible  in  the  surface  of  the  road,  the  contractor  shall,  without  extra  allowance,  spread, 

sprinkle  and  roll  sufficient  screenings  to  completely  cover  the  same.     Each  section  of  the 

broken  stone  road  shall  be  subjected  to  traffic  for  at  least  one  month  before  the  construction 

of  the  bituminous  surface  thereon. 

BITUMINOUS  SURFACE 

14.  Description  Bituminous  Surface. — The  bituminous  surface  shall  consist  of  one 
application  of  refined  tar  covered  with  a  layer  of  No.  1  broken  stone  constructed  as  here- 
inafter specified. 

BITUMINOUS  MATERIAL 

li.  Refined  Tar. — Refined  tar  used  in  the  construction  of  the  bituminous  surface  shall 
conform  with  either  one  of  the  specifications  covering  the  chemical  and  physical  properties 
of  refined  tars  included  under  the  item  entitled  "  Refined  Tars  for  Surface  Treatments." 

16.  Heating  Refined  Tar. — The  refined  tar  shall  be  heated  in  kettles  or  tanks  so  designed 
as  to  admit  of  even  heating  of  the  entire  mass,  with  an  efficient  and  positive  control  of  the 
.heat  at  all  times.  It  shall  be  heated  as  directed  by  the  engineer  to  a  temperature  between 
93*C.  (200T.)  and  121 'C.  (250*F.).  All  refined  tar  heated  beyond  121»C.  (250«F.)  shall 
be  rejected.  No  tar  shall  be  heated  in  kettles  or  tanks  containing  any  oil  or  asphalt  cement. 
Before  changing  from  one  type  to  another,  kettles  or  tanks  shall  be  scrupulously  cleaned 
in  order  to  avoid  mixtures  of  the  two.  Any  mixtures  of  difTerent  kinds  of  bituminous  ma- 
terials shall  be  rejected. 

Thermometers  Furnished  by  Contractors. — The  contractor  shall  provide  a  sufficient  num- 
ber of  accurate,  efficient,  stationary  thermometers  for  determining  the  temperature  of  the 
refined  tar  in  kettles  or  tanks. 

CONSTRUCTION 

17.  Preparation  of  Surface  of  Road. — Prior  to  the  application  of  the  refined  tar,  the 
surface  of  the  broken  stone  road,  when  thoroughly  dry,  shall  be  swept  clean  of  all  dust, 
dirt  or  other  loose  material  with  horse  or  power  driven  brooms  and  bass  or  other  fine  fiber 
brooms,  or  with  stiff  fiber  band  brooms  and  bass  or  other  fine  fiber  brooms,  as  directed  by 
the  engineer.  When  the  cleaning  is  completed  the  upper  surface  of  the  No.  3  broken  stone 
shall  be  exposed,  forming  a  clean  mosaic  surface. 

18.  Application  of  Refined  Tar. — After  the  surface  shall  have  been  cleaned  to  the  satis- 
faction of  the  engineer,  and  when  thoroughly  dry,  the  refined  tar  shall  be  uniformly  applied 
over  the  piepared  surface  of  the  road  by  means  of  a  pressure  distributer  as  hereinafter 
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(1)  HiiSnHl  tar  "B"  ihijl  be  botcogBDrom,  (rce  from  wal«, 
heated  to  IJl'C.  [250'F.). 

<1I>  Its  ■pecific  (TBvity  at  a  lemporatuie  of  25-C.  (7T'F.)  th 
Dor  more  than  1.320. 

(I[I)  WhoD  (fited  by  mcaBi  of  ths  N'cir  Yock  Toting  Labora 
Rant  ihall  not  sink  in  watsr  maintaioed  at  50'C.  (taa"?,)  in  lau 
than  100  Hcondg. 

(IV)  Ita  bitumcD  aa  determined  by  ita  lotubility  in  chemical 
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(V)  Whan  diitUled  docordiag 


aCeriala  in  1(111,  it  ahall  yield  no  distillate  at  a 
lempsrature  lower  than  170*C.  (33S-F.):  not  more  than  20.0  per  cent,  shall  dlatUl  below 
270'C.  (SIS'F.),  and  not  more  than  2G.0  per  cent,  sbsll  distill  below  aOO'C.  (S72'F.). 

(VI)  The  meltinH-pDint.  aa  determined  in  water  by  the  oube  method,  ot  the  pitoh  residue 
remainioE  alter  dlitillatioD  to  300°C.  (672-P.)  in  aceordance  with  the  test  described  in 
ClauH  (V)  shail  be  not  more  than  7S''C.  (IB7'F.). 

II.  DeUiery.— The  refined  Ur  shall  be  delivered  in  suitable  containen,  far  enou|h 
in  advance  of  ita  use  in  the  work  to  permit  (he  neeeseary  tests  to  be  made.  Each  con- 
tainer shall  be  plainly  labeled  with  the  trade  name  ot  the  refined  tar.  name  of  manufacturer, 
groBi  weight  and  net  weight.     Each  shipment  and  eacb  carload  shall  be  kept  separate, 

Biili  of  Ladina.—Tbt  nontractor  shall  furnish  the  engineer  on  or  before  the  arrival  of 
each  ahipment  at  or  near  the  site  of  the  work,  bills  of  lading,  or  correct  cojura  thereof,  which 

manufacliiring  and  supplying  it. 

Sampiei. — Samples  will  be  taken  by  the  engineer  from  each  carload  of  refined  tar  when 

ahipment.     Such  samplea  ahall  be  analysed  by  the  engineer  to  assure  the  delivery  of  a  re- 
fined tar  ot  the  specified  cguality  and  to  determine,  for  purpose  of  payment,  the  quantity 

M.  Work  tacluded.— Under  this  itom  the  contractor  shall  furnish  and  deliver  on  tba 

IT.  HeasuTDDieot  and  PaT>iieol,^The  quantity  of  bitumen  in  the  refined  tar,  to  be 
paid  for  under  this  item,  shall  be  the  number  of  tons,  detprmined  in  aneordance  with  the 
■h  headed  "Samples"  contained  in  the  refined  tar  placed  on  tl 
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lirements.  or  used  as  directed  for  other  puiposet 
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nth.  Refined  tor  that  Is  wasted  shall  not  be  inch 
I.  The  price  stipulated  in  this  item  shall  Include  t 
ing  the  refined  tar  at  the  work,  and  all  eipenaes  !□< 


The 


SPECIFICATIOKS  FOR  BITUHIDODS  HACADAU  PAVEMENT 
M.  General  Description.— The  bituminous  macadam  pavement  shall  cnoaiiit  < 


I  tests  cunduated  by  the  ( 


Baciety  (or  TatiBc  MaUrUla.  Auaiut  15,  1V08.  Tb«  brakm  itaae  lued  for  tbe  eonMnw 
tian  ol  tbs  Grit  and  lecoiiil  counei  ahBll  ahow  ■  Fcoticb  coeBiciciit  ol  vEu  at  net  !(■  thu 
7.0  and  iU  loughniH  ahiU  bo  not  leu  Ihan  SO.  The  brgken  stoDo  iixnl  tor  the  sonMUw 
lioQ  of  the  third  rourw  ftnd  (of  the  finit  md  aecond  upplicationi  of  No.  1  broken  itoii 
BtasU  show  ■  French  eoeffiDJent  of  wear  nf  nut  If«a  thui  1 1.O  and  iU  touibUBu  >ti>ll  oot  b< 
lenlhin  13.0. 

>0.  SiiM.—'rtie  liiei  ehall  be  in  ac^oidam^e  with  requiramonti  a>  itated  >d  tfai  pw 
graph  entitled  "Bines"  in  the  ipeciS^^atiomi  [gi  "Broken  Stone  Road." 

COHSTHUCTIOB 

IL  Fiial  Courae.— Alter  the  aub-(rade  or  aub-baae  CDune  shall  have  been  prepared  ■ 
■pcsmnl.  a  courae  of  No.  4  broken  atone  ahaU  be  evenly  apcead  ao  that  it  ahaU  have,  alia 
rolliDi,  the  required  thickneu  ot  three  and  Dne-hall  |3>,)  incbea.  The  depth  of  low 
brokoD  atone  ahall  be  «aged  by  thu  uac  of  BtriDd  between  iron  slakes,  u  direeted.    Tic 

poie  or  IroDi  pilea  dumped  atungaide  the  road,  or  a*  directed  by  the  encineer.  Thia  eeunt 
■ball  be  thorouchly  rolled  with  a  twelve  (12)  to  fifteen  (Ifil-ton  road  roller.  Tbe  inilUI 
roUinK  ahkll  besui  at  the  >ide>  of  the  road  and  eontinue  towarda  the  center  and  ahatl  bi 
kept  up  until  the  atone  ia  keyed  together  and  tbere  ia  no  dbturbanoe  ol  the  atoae  ahetil 
a[  the  roller.  After  the  flrat  oouiw  hu  been  cornpaeled,  it  ahall  be  evenly  covered  villi  • 
thin  layer  of  aoreeninga.  The  quantity  of  acreeninis  to  be  uaed  shall  be  jiut  lulEeienl  u 
eover  tbe  larger  atonea  and  tare  ahall  be  eiereiaed  to  avoid  the  uienl  an  etcesa  of  tbe  aciKD. 
inga.  Thia  eoverint  shall  then  he  rolled  ss  heretofote  provided  except  that  water  ahall  l» 
uaed  in  oonnection  with  the  rolling  aa  foUowa:  After  the  icreeainga  ahall  have  been  lighUf 
rolled,  water  shall  be  sprinkled  on  the  road  suctace  juat  ahead  of  the  roller,  in  lueb  quanliir 
ai  will  prevent  the  aticking  to  the  wheeta  of  the  roller  of  the  fine  material  on  the  surfaee.  anil 

virids  of  the  broken  atone  become  so  filled  with  the  finer  puiticlea  ae  to  reault  in  a  wan  °< 
grout  being  puahed  along  the  road  aurface  by  the  front  wheel  of  tbe  roller.     After  1^ 

■tone  lor  the  neit  oouiae  ahall  be  allowed  over  the  rolled  broken  stone,  abould  it  be  appu- 
ent  after  the  rolling  of  the  firat  courae  that  the  tub-grade  material  ahall  have  beoome  ehucanl 

by  hauling  over  the  broken  atone  or  otherwise,  the  contrantor  shall  at  hia  own  expense  remova 
and  replace  sueh  niiiture  of  sub-grade  material  and  broken  stone  with  clean  broken  atom 
of  the  proper  aiae  and  shall  roll  the  nialerial  to  produce  a  uniform,  firm  and  even  firat  coutat 

M.  Second  Couiae.— On  the  compleUd  firat  oourae  shol!  bo  spread,  in  the  manner  spedbul 
in  the  preceding  paiagrapb,  No.  4  broken  slone  to  form  the  aecnnd  eoune.  Thia  brokts 
atone  shall  be  evenly  spread  to  euch  a  depth  th&t  it  shall  have,  after  rolling,  Ibe  requjiwt 
thickneaa  of  three  and  onc-balf  (3H)  inches.  The  second  course  abaU  be  cnmpaeUd, 
puddled  with  acreenings  and  water,  and  Gniabed  under  the  same  provinona  aa  prescrihiHl 
for  the  first  course.  When  the  rolling  shall  have  been  completed,  the  aurface  of  the  seeoad 
course  ahaU  bo  firm,  even  and  true  to  (he  linea,  grades  and  cross-sections.     If  the  surfsec 

■ball  be  broomed. 

TOP  COtrRSB,  BITUMINOUS  MACADAM  PAVEHBHT 
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•ha  sogiDFar  to  ■  tompamturo  brtween  13S*0.  (a7B-F.)  and  177-C.  (350*F.).  AU  uphdt 
cemcDt  heated  beyond  1T7-C.  <3.WP.)  shall  ba  rajscled.  RafiDcd  tar  ahall  b«  heated  ai 
dirested  by  th«  «iuln<»r  to  a  tenip«ra(iira  bBtirMD  93°C.  (2aO°P.)  and  lai'C.  (3S0*F.). 
All  reRned  lar  baatad  bayond  131'C;.  (liSO'F.)  «haU  ba  rejected.  No  tar  aball  ba  heatad 
in  kattia  or  Unlu  Dootaiaing  any  ail  or  aaphalt  nemenl.  Barare  changing  from  one  type  of 
malarial  to  aaother.  kattloa  or  tanki  ehnll  bg  acruputouriy  clesaed  io  order  to  avoid  mii- 
tura  of  dillercnt  kind*  of  bituminoua  matariali  nhall  be  rajected. 
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noiu  material  ahall 

courae  by 

■a  dietrib 
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ied.  ahall  have  a  i 

The  reflned  Mr,  whan  applied. 

.  ahall  ha' 

(250-F.). 

not  ba  laeg 

than  one  and  one-l 

ial[  (Uil 

gallon*  par 

TeHie  qu 

Di-Oributtr.— The 

a  (0  diatrlbuta  tha 

bituminn 

ua  specified  and  whan  alean  and  thoroughly  dry. 
'miy  applied  over  the  prepared  fturfaea  ot  tha  third 

ira  between  las'C.  (2I3"F.}  and  ITT'C.  <3S0'F.). 
a  a  temperature  beti[«n  eS'C.  (aOO'P.)  and  131'C. 
loua  malarial  to  be  used  in  the  firgt  appUeatlon  ahall 
gallona  nor  mora  than  one  and  threa-<]uarlarB  (1^4) 
intity  being  determined  by  the  engineer, 
dietributar  employed  ahall  ba  go  danignated  and 
II  maleriala  aperifiad  unitarmlj'  under  a  preaaura  ot 
not  la»  than  tiranty  (20)  pound*  nor  more  thao  savanty-fiva  (75)  pounds  par  iquare  inch 
in  Iba  amount  and  between  the  limita  ot  temperature  specified.  It  ihall  be  supplied  with 
an  abcurate  atationary  thermomalar  In  the  Unk  aonUining  tha  bituminoua  malarial  and 

walking  beaida  tha  distributer.  It  ehall  be  lo  operaUd  that,  at  the  Urminalion  of  each 
run.  the  bitumiooua  material  will  be  at  onca  abut  off.  It  ahall  ba  lo  deiiinad  that  tha 
narinal  width  of  applination  ahall  be  not  leae  than  sii  (SI  Feat  and  ao  that  it  wQI  be  poatible 
on  either  aide  of  tha  maahine  to  apply  widths  of  not  mote  than  two  (2)  feet.  The  distributer 
ahall  be  provided  with  wbaela  having  tire*  aaeh  of  which  ahall  not  ba  leM  than  aightean 
US)  inaheg  In  width,  tha  allowed  niaumum  preaaure  per  square  inch  of  tire  being  depend- 

wheel:  For  a  two  {3>-foot  diameter  nheel.  two  hundred  and  fifty  (2S0)  pounds  ahall  ba  tha 
maiimum  praaaura  per  linear  inch  ot  width  of  tire  per  wheal,  an  additional  preaaure  of 
twenty  (20)  puunda  per  inch  being  allowed  for  aaeh  additional  three  (31  Inehei  io  diameter. 
M.  First  AniUeatloii  ot  Ito.  1  Broken  Stone.— Immadiatelr  after  tha  application  of  tha 
bituminoua  material,  a  layer  of  dry  No.  1  broken  itone,  not  to  exceed  tbree-eighlha  IH )  of 

bituminous  malerial  and  shall  be  at  once  rolled  as  directed  by  tha  engineer  with  B  roller 
weighing  between  twelve  |12)  and  Sftaen  <19)  tons.  During  the  rolling  proceaa.  additional 
No.  1  broken  stone  Bhall  be  applied  and  broomed  until  the  voids  io  the  upper  porUon  of 
the  third  course  are  filled  to  the  Baliafaotion  of  Che  anginear. 

IS.  Second  Application  of  BItaminDn*  HateriaL-^ Prior  to  the  second  application  of 
bitumiooui  malerial,  all  loose  No.  1  broken  atone  shall  he  swept  from  tha  surfaee  of  the 

above.  When  applied  the  aaphalt  cement  ahall  have  a  temperature  between  13a 'C.  (Z7S'F.) 
and  177*C.  (3SD'F.).  When  applied  the  refined  tar  ahall  bave  a  temperature  between  BS'C. 
1200-F.)  and  llfC.  (2fiO'F.).  Tha  tola)  amount  o(  bituminoua  malerial  to  be  used  in  the 
second  appliaation  shall  not  he  leaa  than  one-half  (H)  gallon  nor  more  than  thraa-quartera 
(H)  lalloB  par  square  yald,  the  precise  quantity  being  determined  by  the  engineer. 
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(77'F.).  from  100  to  120:  200-grani  load,  1  minute  at  4"C.  (31CF 

(V)  Ita  melting-point  as  determined  by  the  eube  method  shall  be  m 

(VIJ  When  50  grama  of  the  material  la  malDtaincd  at  a  uniform  tarn 
(32S'I<'.)  (or  S  hours  in  an  open  cylindrinsl  tin  dish  G>]  eeatimeten  (ahou 
eter,  with  verlioal  sides  measuring  approximately  3Vi  eentimeten  (aboul 
the  loaa  in  weight  ihall  not  eiFeed  2.0  per  cent,  of  the  original  weight  of 

The  penetration  of  the  reaidue.  when  (eated  aa  described  in  CUu»  (I 
No.  2  needle  under  a  load  of  100  grama,  for  5  aeconda  at  25 -C.  {TT'F.l  ahi 
one-half  (he  penetration  of  the  origioal  material  laatcd  under  the  same  c 

(VII)  Ita  bitumen  aa  determined  by  ita  aolubilil 
at  room  Umpersture,  shall  he  not  leu  than  SO. 5  pe 

(VIII)  It  shall  be  soluble  in  ohemically  pure  car 
to  the  eitent  of  not  leaa  than  09.5  per  cent,  of  ita  b 

(IX)  It  shall  be  soluble  in  gS  to  SS"  Baum'  pan 
cent,  distills  between  3V  and  WC.  (95°  and  I4g°p.l,  to  the  eitent  of  nol 
per  oenl.  nor  mora  than  8S.0  par  cent,  of  its  bitumen  as  determined  by  Clr 


IdiuI. 


eally  pun 


>ted.  the  | 
oonda  at  I 
leaa  than  50. 


na 


by  Clause  (Vril. 


(X)  It  ihdl  yiald  not  l«a  thmn  8.0  per  <^enl.  nor  more  tl 
is.  Aspball  CamaDt  "B"  Optloiul  With  Aiphilt  Cemc 
T«ri  "B"  «Ba  "?." 

(II  Aiphnlt  cement  "fi"  ghHll  be  homacoDeaiu,  treo  fropi  watfr 
whoa  heated  to  17T"C.  (360 "F.). 

(II)  It  shall  show  o  Qash  poisl  or  Dot  Ina  than  SOS'C.  (WO'F.)  nl 
York  State  Board  of  Hpalth  Closed  Oil  Teater. 

(Itn  Ita  specifio  gravity,  at  a  tempsrature  ol  3a°C.  (77^.)  ahalJ  b 
nor  morelhnn  1,030, 

IIV)  When  teited  with  a  Htandnrij  No,  2  needla  by  mcann  of  a  aln 
it  ahall  Bho<r  penotratiDDB  within  the  [ollowinK  limit*  for  the  conditii 

(7T-F.),  Iram  BO  to  110^  ZUO-ETtm  toiid  I  minute,  »t  *'C.  (39^),  not  1 
(VI  Ita  melting- point  aa  deteimineil   by  the  cube  method  ahull  be 


1  ahaU  not  foam 
iHled  in  the  Neii 


n  30'C. 


a  unitorm  tempetatute  of 

:inal  weight  of  the  sample. 
i  in  Clauae  (IV)  with 
7*F.J  ah»ll  be  a, 


in  depth. 


sulphide 


(VI)  When  SO  granu  of  the  material  are  mainUined  I 
|32e-F,)  for  5  hDurs  in  an  open  cylindrical  tin  diah  S>j  ci 
Bter,  with  vertical  eidet  measuring  approlimntely  33-4  er 
the  loBS  in  weight  shall  not  exceed  2.0  per  cent,  of  the  or 

The  penetration  of  the  residue,  when  tested  as  dcacrib 
No,  2  needle  under  a  load  of  100  grams,  for  6  seennds  at : 
oni^half  the  penetration  of  the  original  matorial  teated  under  the  ■ 

(VII)  Ita  bitumen,  aa  determined  by  iu  solubility  in  rhcmieally  puri 
at  room  Umpcrature,  ihaU  be  not  tess  than  00.5  pec  rent. 

(Villi  It  shall  be  soluble  in  chemically  pure  carbon  tetrachloride  at  room  temperature  , 
to  the  eatent  of  not  lee>  than  96.5  per  cent,  of  ita  bitumen  aa  determined  by  Clause  (Vtl). 

<1X)  Ilihallbesulubluin  SO' to  as'B^.  paralEo  naphtha,  uf  which  at  leaitSG.O  per  cent, 
distills  between  35'  and  6^'C.  (95°  and  14S°F.I.  to  the  eitcnt  of  Dot  leas  than  75,0  per 
cent,  nor  more  than  8S.0  per  cent,  of  ita  bitumen  aa  determined  by  Clause  (VIII. 

(X)  It  shall  yield  nut  leu  than  DO  per  cent,  nor  mure  than  13.0  per  cent,  of  filed  carbon . 

«.  Aiphall  Cemeat  "C"  Optional  With  Asphalt  Cemeats  "A."  "B,"  "D,"  and  ReDned 
Tm»  "B"  and  "F." 

(I)  Asphallnement-C'-ahaUbehomoEencoua,  free  from  water  and  shall  not  foam  when 
heated  to  177"C.  (3iOT,), 

(II)  It  shall  show  B  flash  point  of  not  loss  than  aOG'C.  (tOO'F.)  when  tested  in  the  New 
York  Slate  Board  of  Health  Cloged  Oil  Tester. 

(IlII  Its  specific  gravity,  at  a  temperature  of  SS'C,  (77'F.)  shall  be  not  leea  than  1,035 

(IV)  When  teited  with  a  standard  No.  3  needle  by  means  of  a  i 
it  shall  show  penetrations  within  the  following  limiti  for  the  condi 
traliona  being  eipreseed  in  hundredths  of  a  centimeter;  00-gram  lo 
(rT'F.I.  from  110  to  130:  200-gram  load.  I  minute,  at  4'C,  (aO'F,!  : 

(V)  its  melting-point  as  determined  by  the  cube  method  thall 


the  loss  in  weight 

The  penetratinr 

No.  Z  needle  unde 


,  at  25"C. 

30, 

ban  40*C. 

of  I63*C. 

<  in  depth. 


n  an  open  cylindrical  tin  dish  5>i  centimeters  (abont 
les  measuring  approximately  Sit  centimeters  (about 
>!1  not  exceed  2,0  per  cent,  of  the  original  weight  of  ll 
the  residue,  when  tested  as  described  in  Clause  (IV|  with  a  atandard 
load  of  100  grams  for  G  seconds  at  2S°C.  (77-P.|  shall  be  not  less  than 

III  Its  bitumen,  as  determined  by  its  snlubUity  in  chemically  pure  carbon  disulphide 

om  temperature,  shall  be  not  leu  than  DO,G  per  cent, 

nil  It  shall  be  BDluble  in  chemically  pure  carbon  tetrachloride  at  room  temperature. 

.e  eitent  of  not  le»i  than  99.5  per  cent,  of  ita  bitumen  as  determined  by  Clause  (VII|. 

K)  It  shaU  be  soluble  in  HG'  lu  8H-  B^.  paraSln  naphtha,  of  which  at  least  85,0  per 
distills  between  35'  and  SS'C.  105'  and  HS'F.I  (o  the  eitent  of  not  less  than  TU,0  par 
nor  more  than  30.0  per  cent,  of  its  bitumen  as  determined  by  Clause  (VIII. 

.)  K  shall  yield  not  less  thanl2.0  per  cent,  nor  more  than  17,0  per  cent,  ol  fixed  carbon. 

.  Asphalt  Cement  "D"  Optloiial  With  Asphalt  CemeaM  "A,"  "B,"  "C,"  and  Redntd 
"B"  and  "F." 
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(I)  Aaphalt  cement  *'D"  shall  be  homogeneous,  free  from  water  and  shall  not  foam 
when  heated  to  177*'C.  (350*F  ). 

(II)  It  shall  show  a  flash  point  of  not  less  than  163*C.  (325*F.)  when  tested  in  the  New 
York  SUte  Board  of  Health  Closed  Oil  Tester. 

(III)  Its  specific  gravity,  at  a  temperature  of  25*'C.  (77"F.)  shall  be  not  lees  than  1.035 
nor  more  than  1.060. 

(IV)  When  tested  with  a  standard  No.  2  needle  by  means  of  a  standard  penetrometer, 
it  shall  show  penetrations  within  the  following  limits  for  the  conditions  stated,  the  pme* 
trations  being  expressed  in  hundredths  of  a  centimeter;  l(X)-gram  load,  6  seconds,  at  25"C. 
(77*^.),  from  130  to  160;  200-gram  load,  1  minute  at  4*C.  (39*F.).  not  leas  than  30. 

(V)  When  tested  by  means  of  the  New  York  Testing  Laboratory  Float  Apparatus,  tbe 
float  shall  not  sink  in  water  maintained  at  66*C.  (150*'F.)  in  less  than  120  aeoonds  nor  mon 
than  180  seconds. 

(VI)  When  50  grams  of  the  material  are  maintained  at  a  uniform  temperature  of  163*C. 
(326*F.)  for  6  hours  in  an  open  cylindrical  tin  dish  6H  centimeters  (about  2>4  SO')  "^  diam* 
eter,  with  vertical  sides  measuring  approximately  3H  centimeters  (about  IH  in.)  in  depth 
tne  loss  in  weight  shall  not  exceed  3.0  per  cent,  of  the  original  weight  of  the  sample. 

The  penetration  of  the  residue,  when  tested  as  described  in  Clause  (IV)  with  a  standard 
No.  2  needle  under  a  load  of  100  grams,  for  5  seconds  at  25*C.  (77*F.)  shall  be  not  leM 
than  one-half  the  penetration  of  the  original  material  tested  under  the  same  conditions. 

(VII)  Its  bitumen  as  determined  by  its  solubility  in  chemically  pure  carbon  disulpUds 
at  room  temperature,  shall  be  not  less  than  94.0  per  cent,  nor  more  than  98.0  per  cent. 

(VIII)  It  shall  be  soluble  in  chemically  pure  carbon  tetrachloride  at  room  temperature, 
to  the  extent  of  not  less  than  98.5  per  cent,  of  its  bitumen  as  determined  by  Clause  (VID* 

(IX)  It  shall  be  soluble  in  86*  to  88**  B6.  paraffin  naphtha,  of  which  at  least  85.0 
per  cent,  distills  between  35*  and  65*C.  (95*  and  149*F.)  to  the  extent  of  not  lees  than  75.0 
per  cent,  nor  more  than  85.0  per  cent,  of  its  bitumen  as  determined  by  Clause  (VII). 

(X)  It  shall  yield  not  less  than  11.0  per  cent,  nor  more  than  14.0  per  cent,  of  fixed  carbon. 

(XI)  Upon  ignition  it  shall  yield  not  less  than  1.0  per  cent,  nor  more  than  3.0  per  enaX. 
of  ash. 

48.  Refined  Tar  "B"  Optional  With  Asphalt  Cements  "A/>  "B/'  "C.>*  "D,>*  and  Reflasd 
Tar  "F." 

(I)  Refined  tar  "E"  shall  be  homogeneous,  free  from  water,  and  shall  not  foam  when 
heated  to  121  "C.  (260*F.). 

(II)  Its  specific  gravity  at  a  temperature  of  25*C.  (77*F.)  shall  be  not  less  than  1.150  nor 
more  than  1.200. 

(III)  When  tested  by  means  of  the  New  York  Testing  Laboratory  Float  Apparatiu, 
the  float  shall  not  sink  in  water  maintained  at  dO'C.  (122'*F.)  in  less  than  120  nor  more  thsn 
150  seconds. 

(IV)  Its  bitumen  as  determined  by  its  solubility  in  chemically  pure  carbon  disulphide 
at  room  temperature,  shall  be  not  less  than  95.0  per  cent.,  and  it  shall  show  not  more  than 
0.2  per  cent,  ash  upon  ignition  of  the  material  insoluble  in  carbon  disulphide. 

(V)  When  distilled  according  to  the  tentative  method  recommended  by  Committee 
D-4  of  the  American  Society  for  Testing  Materials  in  1911,  it  shall  yield  not  more  than  0.5 
per  cent,  distillate  at  a  temperature  lower  than  170*C.  (338*F.);  not  more  than  12.0  per 
cent,  shall  distill  below  270''C.  (518*F.),  and  not  more  than  25.0  per  cent,  shall  distill  below 
300*C.  (572*F.). 

(VI)  The  total  distillate  from  the  test  made  in  accordance  with  Clause  (V)  shall  have  s 
specific  gravity  at  a  temperature  of  25°C.  C77°F.)  of  not  less  than  0.980  nor  more  than  1.020. 

(VII)  The  melting-point,  aa  determined  in  water  by  the  cube  method,  of  the  pitch  residue 
remaining  after  distillation  to  SOO'^C.  (572°F.)  in  accordance  with  the  test  described  in 
Clause  (V),  shall  be  not  more  than  75'*C.  (1G7°F.). 

49.  Refined  Tar  *'F"  Optional  With  Asphalt  Cements  "A."  "B,"  "C/*  "D,"  and  Reflasd 
Tar  "E." 

(I)  Refined  tar  "F"  shall  be  homogeneous,  free  from  water,  and  shall  not  foam  when 
heated  to  121°C.  (250°F.). 

(II)  Its  specific  gravity  at  a  temperature  of  25"'C.  (77*F.)  shall  be  not  less  tnan  1.180 
nor  more  than  1.30(). 

(III)  When  tested  by  means  of  the  Svw  York  Testing  Laboratory  Float  Apparatus. 
the  float  shall  not  sink  in  water  maintained  at  oO°C.  (122°F.)  in  less  than  150  nor  more  than 
180  seconds. 
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n  ohemiMlly  p 


rboD  diBulp] 


<V)  Wh>n  distilled  Bci^DidlnK  to  thf  tenutivc  n)<^tbc»l  recDnnncnded  by  Commillec 
D-4  ot  the  AmericBD  Society  lor  Tenting  MateriBli  in  IBll,  it  ahull  yield  not  more  thui  O.S 
per  cent.  dlatilUte  at  &  teiopDrature  loner  thaa  ITD'C.  133»'F.);  not  more  than  10.0  per 
cent.  ghiiU  distill  beion  2T0''C.  ISIS'F.),  knd  not  more  than  20.0  per  cent,  ahall  diitiU  below 
300"  C.  (672"F.). 

(VI)  The  total  distillate  from  the  t«t  made  in  aeeordance  with  Clauie  (V|  ahuU  have  ■ 
.perifie  gravity  at  a  temperatiira  of  2a'C.  (77'F.)  ol  not  leu  than  1.020. 

(VII)  The  molCine-poiat.  aa  determised  in  water  by  the  cube  method,  of  the  pitch  residue 
rcmainini  alter  distillation  to  300'C.  (G72T.)  in  accordance  with  the  t«t  described  in  Clause 
(V),  shall  be  not  more  than  76"C.  (Ifl7-F.i. 

H.  Dellieiy.— The  aaphall  cement  or  refined  tar  ahall  be  deliverixl  in  suitnble  containers, 

r  shall  be  plainly  labeled  with  the  trade  name  of  the  uphult 


of  D 


<eieht. 


>•  0/  Z,odi»i|.— The  contractor  shall  furnish  the  engineer  on 

or  before  the  arrival  of 

hipment  at  or  neai  the  site  of  the  work,  bills  of  ladinf.  or  co 

reel  copies  thereof,  which 

tale  the  trade  name  of  the  asphalt  eemeot  or  refined  tar,  a 

od  the  name  and  addrew 

each  carload  of  asphalt 

t  or  refined  tar  when  delivered  at  the  work,  unless  satisfac 

(or  sampling  before  ahipment.     Sueh  tamplea  shall  be  a 

nalysed  by  the  enginBer 

ure  the  delivery  of  an  asphalt  cement  or  refined  tar  of  the 

specified  quality  and  to 

Work  Included.-Under  (his  item  the  contractor  .haU  fu 

nish  and  deliver  on  the 

at  such  points  as  directed  an  asphalt  cement  or  refined  tar 

cations  of  any  one  of  the  asphalt  comenls  or  refined  tan  gi 

™n  above. 

U.  Mea 

refined  tar,  lo  be  paid  for  under  this  i 
aiic«  with  the  paragraph  headed  ". 


.mples  taken  by  Ibe  i 


[.  hauling  and  delivering 


SPECIFICATIONS  FOR  A  GRAVEL  ROAD 


9  of  the  gravel  roadway  shall  be  one  (1 : 

1.  Sabgrada. — The  subgrade  for  the  gravi 

roadbed  prepared  and  rolled  until  firm,  hard 

eross-section.     If  sandy  or  other  soil  be  cncoi 


juraea  of  miitures  ol 
required  grades  and 
•  slope  of  the  finished 


:ompaot  readily  under 
the  engineer,  snail  be 
proposed  grade  allowa 


It*,— After  I 

table  material  eight  (i 

:e  of  the  roadbed  at  bu< 

■pHBfied.     No  material  i 


required  to  retain  the  width  of  gra 
root!  or  otber  perishable  matter  i 
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finiihed  toidwHy  iKuUce  and  ahiilL  lie  tbnrauEhly  rolled  >1  llie  BSme  lime  u  the  third  or 

MATERIALS 

<.  QiuUtr  ol  GiiTsL—AlI  grsvcl  >haU  be  bud  and  tough.  Grkvel  whifh  coDtuiu  ow 
10  per  ceot.  of  diBintsgrmtcd  atane  ahsll  not  be  uird. 

a.  Slni.— Twd  miiturei  □(  grawl.  tsnd  and  rUj-  ihall  be  med  bereinatter  drtipatd 
in  theae  apedficaCiona  aa  Xo.  1  product  and  No.  3  produoC. 

of  tbe  variDUB  aiim  u  foUovs:  All  to  drh  >  ons  and  oae-half  (l>-i)-inch  acreen  and  toliin 
at  least  BO  and  not  more  than  7S  per  cent,  retained  on  a  ooe-quarter  (^il-ioeh  aenea^il 
leaat  2S  aad  not  mare  than  75  pet  cent,  of  the  total  coarse  abrogate  (malsrial  onr  oDC 
quarter  (^,)  inch  iniiie)  to  be  letnlned  on  a  threc-quarten  (4l)-iaehaflreeii:  at  leaal  Uwd 


.0  hundrnd  faooj-n- 
.  of  a  miilure  of  gi 

n  75  twr  MDt.  rata 


•.  T«t.— The  mixture  o 

meniled  by  th«  Special  Con 
Bodety  of  Civfl  Engineera  ii 
2738.  except  that  thi  (eat 


lay  of  the  No.  1  product  ihall  be  aubiMUd 
!er  in  aecordance  with  the  method  rHion- 
Is  (or  Boad  CoDttmotion  "  of  the  Ameiian 
ai  deicrlbed  in  the  IfilG  Proctrdin  i,  ptp 
aUrial  whioh  will  pasa  a  one-quBrlet  (.>il- 
I  not  be  ten  than  50. 


lurseof  No.  2produ< 
tbickuna  of  three  (3 
uie  of  stringa  betwo< 


COMSTRDCTIOB 

Bubgrade  ■ 


hall  h< 


vBnly  e, 


t  shall  hi 


,  after  r 


(111)  to  fifteen  (lB)-t( 


The  depth  at  [he  Na.  2  product  looM  ifaill  he 
1  iron  italcca.  aa  directed.  The  iprcading  of  the  miitiin 
'om  pilea  dumped  on  hoarda  provided  for  th«  purpoae  V 
oad.  Thbi  courae  ahall  be  tbaroughly  rolled  inth  a  Icn 
ig  tliali  begin  at  the  aidea  of  Ibe  road 


;  roller.     After  the  first 


u  been  I 


bined  watering  and  roUioi 
Una  partictea  and  until  th 

No.  2  product  for  the 
of  the  Erit  eourae  ihall  h< 


ollini 


:  BhaU  b 


il  the  void!  of  the  gravel  beeoDiB  GUnl  iriik 
formi  to  the  ipveiGed  oroea-aectioD.     Aftet 

¥,-ed  over  thf  rolled  surface.     The  surftie 


Should  il  be  apparent  nfb 
dder  material  shall  have  become 
'..  whether  by  reason  of  the  rolli 


a.  Seeood  Coaiie. — On  tt 


I,  No.  3  p 


ileted  firat  t 


niiied  with  the  material 

suoh  miiture  of  No.  3 
d  shall  roll  the  material 


ahall  be  spread,  in  the  manner  apeeiSed 
1  the  aecoud  eourae.  ThiB  miiture  of 
depth  that  it  shall  bars,  after  rollia*. 


impteted.  the  aurlace  of  the  i 


:ribed  (or  the  litat  eourae.     Wh»a 


APPENDIX 


*.  Thiid 

apesified  For  tb>  firit  coun 

fTBvel.  UBd  uid  trlny  absU  be  iveaJy  apmcl  to  auon  a 

tba  rrquirnl  Ihickoeu  of  [*o  (3)  inchra.     The  third  n 

■hall  havB  bHD  completed,  the  larfaoe  o!  the  third  oourae 
the  liDcs.  gradca  and  crota-scetioni.  ir  tieFCBsary  to  Mtiir 
•hall  (hen  be  evculy  rovered  with  a  thi 


>une  ahall  be  spread,  in  the  manner  above 

[orni  Ibe  third  ooune.     This  miiture  of 

ion  a  depth  that  it  mil  have,  after  rollioR. 

iiine  ahall  be  compaetad  aod  puddled 

)r  the  firat  sourae.     Whan  the  roUlDi 

Durae  ahall  be  Grm,  even  and  true  to 

ili'  bond  the  roadway  eur- 


1  rolled 


PAYMENT 


10.  HMiDreraeot  and  Paynent.—The  qtiaaCity  ot  (ravel  road  to  be  pai 
Dutober  of  aquare  yards,  mcuurod  bonioatally.  aatialaotonly  complet' 
Kith  the  >peel(ieaIioni.     The  price  atlpulaled  shall  include  ahaping  and  ri 


1  for  ahall  be  the 


General  Deicni 
pact  mixture  of  bi 


ireiuaftcr  apeciScd. 
BROKE K  STONE 


by  the  endnter  in 
MaterialB.  Augual 


Jopled  by  the  American  Society  tor  Teatinc 
ne  used  for  the  eonatruetioo  of  the  •roarini 
^  than  3.9  per  cent,  or  a  French  ooeffident  of 


>  ehipi  ahall  eoniiit  of  the  | 


dreular  opemnea  three-eiihtha  IM)  or  oue-balf  ($,) 

having  openinga  of  onc-oiahlh  IS!  or  one-<iuartor  (H 

Biokaa  Stooe  tor  Hiaatal  Ac(ret*te.— Broken  at 


I 


D  (10)  per  . 


n  (10)  pi 


11)  p 


.  ahalt  b 


«(3)p. 


.  ahaU  pi 


Hea tins.— Before  entering  the  miier,  the  brolten  atone  for  the  mineral  aggregate  ahall 
he  healed  until  thoroughly  dry  to  belvneo  66'C.  <1M'P.)  and  IZfC.  (2S0'P.I,  aa  directed, 
in  revolving  driera  in  which  no  (tame  shall  be  permitwd  to  come  in  contact  with  the  broken 
Btone  and  in  nhich  (he  broken  stone  ahall  be  continuously  agitated  during  the  heating. 


BITCHINOns 

d  Refined  Tai.— The  asp!; 


iteflned  Tara  for  W 


[ 
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luad  in  the  mal  float  and  *h&U  oouFDrm  »!Ui  ejtbsr  one  of  tha  ipiciBcsUau  eaTcrint  Ui 
Iihyiic&l  >ad  chemioal  propertin  of  uphalt  cimsotg  iDctuded  undor  tbc  item  aatltUd 
"  Aiphstt  Cement!  for  Besl  Cost  for  BituminouB  CoaorEU  Pavement." 

PreTioua  Serrlce.— Ths  oonlractor  will  be  required  to  shoT,  to  the  ■atiBfactioD  at  Ihi 

to  USB  <iad«T  a  given  ■periBcatian  has,  for  a  pEriod  of  at  [eut  two  yean,  maDufactuml 
asphalt  ceoieat  or  refidod  tar  In  a  tborouehly  equipped  plant,  and  that  aaphalt  ccEaeal  or 
refined  tar  manufactured  al  bituminoua  material  obtained  froai  a  liinilar  louroe  to  lliil 
which  ha  propoaea  to  lue,  ahall  have  bcsn  In  eaaticuDiu  and  luceHaful  uae  for  a  period  el  il 
leaat  two  yean  in  bituminoua  pavement*  conatrusted  by  the  minnc  method  pravioui  lu 
the  date  oF  the  lettini  in  which  hie  pcopoaal  waa  aubmitted. 

Heating. — The  asphalt  cement  or  refined  tar  ahall  he  heated  in  kettlei  to  deaigntd  ■•  ti 
admit  of  even  heating  ol  the  entire  man,  with  an  etticicnt  and  poeitive  control  of  the  hnl 
at  all  limea.  Agphalt  nment  (hall  be  heat«d  u  directed  to  a  temperature  between  IIST. 
(27G'F.|  and  17T'C.  (SSOT.).  AU  asphalt  cement  heated  beyond  UTC.  dSU'F.I.  eiltifi 
before  dc  during  miiinf  with  the  broken  atone,  shall  be  rejected.  Refined  tar  ihall  b. 
heated  u  directed  to  a  temperature  between  tS'C.  (300-F.)  and  ISS^C.  (2TG'F.I.  .Ul 
tar  heated  beyond  13S'C.  (279'F.),  either  before  or  during  mixing  with  broken  stone.  aUD 
be  rejected.  Nn  tar  shall  be  heatad  in  kettles  cDDlaiDing  any  aaphalt  oement  and  in  likt 
manner  do  aaphalt  eemeat  ahall  be  heated  in  kettlei  oontaining  any  tar.  Before  ehaofint 
from  one  type  ol  material  to  the  other,  kettles  shall  be  scrupulously  cleaned  in  order  to 
avoid  miilurei  of  the  two.     Any  such  miitures  teiulting  from  this  cause  shall  be  rejeettd. 

Theimameleri  Furnished   by   Contractor.— The  contractor  ahall  provide  a  suffidrsl 


asphalt  c( 


a  kettles. 


COHSTSUCTIOIT  OP  WEARING  COURSE 


Hixing.—When  thoroughly  healed  to  the  temperature  directed,  the  aiphail  cemenl  cr 
multing  mtiture  shall  contain  between  live  (5)  and  eight  (S)  per  cent,  by  weight  of  bitumn. 

and  broken  atone  ahaU  have  a  temperature  not  mure  than  ug'C.  (300'F.)  and  oat  less  thai 
fiS'C.  (2O0'F.>  as  directed.  When  discharged,  miiturei  of  refined  (ar  and  broken  stone  shsU 
have  a  temperature  not  more  than  12fC.  (Z.WF.)  and  not  less  thaa  Se'C.  (150'F.). 

Snifaea  of  PouBdatloB. — Before  laying  the  bituminous  eooorete,  the  surface  of  the  oemeat- 
concrete  foundation  shall  he  dry  and  thoroughly  cleaned.  If  any  detective  areas  exist  in 
the  cemrnt-concrelo  foundation,  they  ihsll  be  repaired  as  directed  at  least  ten  (10)  dayi  ii 

used,  compacted  shoulders,  forming  a  continuation  of  the  surface  of  the  Foundation,  shall  bt 
constructed.  A  two  (2)-inch  plank  shall  be  laid  on  each  shoulder  at  the  edge  of  the  founda- 
tion. These  plaoks  shall  remain  in  place  until  after  the  seal  cost  has  been  finished- 
Prevention  of  Dust.— The  shoulders  of  the  road  and  adjacent  grounds  shall  be  aulficientl} 
sprinkled  during  the  placing  of  bituminous  material  wherever  there  would  otherwise  be 
danger  of  clouds  of  dust  blowing  over  the  pavement. 

Laying  Bituminous  Concrete. — The  bituminous  concrete,  bested  and  prepared  as  apeeiSed. 

a  lower  temperature  than  this  shall  not  be  laid  upon  the  foundation.  The  hot  bituminoui 
ooncrste  shall  be  dumped  upon  platforms,  constructed  as  direoted.  and  aboveled  with  hot 
sfaovela  into  position  on  the  foundation.     The  bituminous  concrete  shall  be  immediately 

oughly  oompacted  by  rolling.  When  compacled  the  wearing  course  shall  have  a  thiekntsi 
at  BO  place  of  less  than  two  [21  inches  and  shall  be  free  from  surface  deprCHUons  and  irregu- 
larities. The  paving  shall  he  done  as  continuousl 
the  number  of  ioinU  between  hot  and  cold  malei 
dtraatwl. 
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RoUing.— "The  bituminouB  oonorete  wearing  course,  laid  aa  specified  above,  shall  be 
rolled  at  onoe,  while  the  mixture  is  warm  and  pliable,  beginning  at  the  edges  and  working 
toward  the  center.  Means  for  preventing  the  bituminous  material  from  adhering  to  the 
roller  without  injury  to  the  bituminous  oonorete,  shall  be  provided.  Rolling  shi^ll  con- 
tinue without  interruption  until  all  roller  marks  disappear  and  the  surface  shows  no  further 
eompressibility.  Places  whidi  the  roller  cannot  effectively  reach  shall  be  compacted  with 
hot  iron  tampers. 

Roller. — Rollers  used  on  the  bituminous  concrete  shall  be  well  balanced,  self-propelled, 
tandem  rollers,  weighing  between  ten  (10)  and  twelve  (12)  tons  each.  Each  shall  have  a 
compression  under  the  rear  roller  of  between  two  hundred  and  fifty  (250)  and  three  hundred 
and  fifty  (350)  pounds  per  linear  inch  of  roll,  and  shall  be  provided  with  an  ash  pan,  which 
shall  prevent  ashes  from  dropping  onto  the  bituminous  concrete  or  seal  coat. 

Testing  Surface. — Before  placing  the  seal  coat,  the  surface  of  the  bituminous  concrete 
shall  be  tested  with  a  four  (4)-foot  straight  edge  laid  longitudinally  upon  any  portion  of 
the  surface,  and  any  depression  or  other  irregularity  exceeding  three-eighths  (^g )  inch  shall 
be  satisfactorily  eliminated. 

Seal  Coat. — As  soon  as  possible  after  the  compaction  of  the  bituminous  concrete,  when 
the  surface  is  clean  and  dry,  a  seal  coat  of  the  hot  asphalt  cement  shall  be  evenly  distributed 
over  the  bituminous  concrete  and  uniformly  spread  by  means  of  squeegees.  The  asphalt 
osment  shall  be  applied  at  a  temperature  not  less  than  135*C.  (276*'F.),  nor  more  than  177*C. 
(350*F.),  at  a  rate  of  one-half  (>S)  to  one  (1)  gallon  per  square  yard,  as  directed.  A  thin, 
uniform  layer  of  dry,  clean  broken  stone  chips  shall  be  immediately  uniformly  spread  in 
two  applications  over  the  asphalt  cement  by  machines  or  skilled  workmen.  Each  applica- 
tion of  broken  stone  chips  shall  be  rolled  twice  by  a  self-propelled,  tandem  roller.  The 
spreading  of  the  broken  stone  chips  shall  not  lag  more  than  twenty  (20)  feet  behind  the 
placing  of  the  asphalt  cement  coating.  Broken  stone  chips  shall  not  be  placed  on  the  wear- 
ing course  before  the  asphalt  cement  of  the  seal  coat  is  applied.  The  surface  of  the  bi- 
tuminous concrete  shall  be  kept  scrupulously  clean  until  the  seal  coat  is  applied,  and  the 
eontractor  shall  not  permit  any  hauling  over  the  wearing  course  before  the  completion 
of  the  seal  coat. 

Seasonal  and  Weather  Limitations. — No  bituminous  concrete  shaU  be  mixed  or  placed 
when  the  air  temperature  in  the  shade  is  below  10*'C.  (50*F.). 

PATMBNT 

Measorement  and  Payment. — The  quantity  of  bituminous  concrete  wearing  course  to 
be  paid  for  imder  this  item  shall  be  the  number  of  square  yards,  measured  horisontally, 
satisfactorily  completed  in  accordance  with  the  specifications.  The  price  stipulated  in 
this  item  shall  include  the  furnishing,  crushing  and  screening  of  the  broken  stone,  including 
the  broken  stone  chips  for  the  seal  coat,  and  heating,  mixing,  placing  and  rolling  of  the 
broken  stone  and  the  asphalt  cement  or  refined  tar,  and  all  work  and  expenses  incidental  to 
the  completion  of  the  bituminous  concrete  and  the  seal  coat,  except  the  fiirnishing  of  the 
bituminous  cement,  which  will  be  included  for  payment  under  the  item  "Asphalt  Cements 
and  Refined  Tars  for  Wearing  Course  of  Bituminous  Concrete  Pavement"  or  the  items 
"Asphalt  Cements  and  Refined  Tars  for  Wearing  Course  of  Bituminous  Concrete  Pavement" 
and  "Asphalt  Cements  for  Seal  Coat  for  Bituminous  Concrete  Pavement."  Measurement 
under  this  item  shall  not  include  any  pavement  repaired  or  relaid,  except  as  provided  for 
in  the  following  paragraph. 

Removing  and  Replacing  Wearing  Coorse. — If  the  contractor  removes,  as  directed, 
portions  of  the  wearing  course,  and  the  work  thus  exposed  for  examination  is  found  satis- 
factory, or  if  for  any  reason  he  shall  be  ordered  to  remove  wearing  course  built  in  full  accord- 
ance with  his  contract,  he  shall  be  paid  for  such  excavation  one-fourth  tbe  price  per  square 
yard  stipulated  in  this  item.  If  the  wearing  course  after  examination  is  found  to  be  of 
aooeptable  quality,  the  original  wearing  course  will  be  paid  for  as  well  as  that  used  to  refill 
the  excavation.  In  connection  with  the  removing  and  replacing  of  the  wearing  course  in 
accordance  with  this  paragraph,  no  quantity  shall  be  measured  as  less  than  one  square 
yard. 


SPECIFICATIONS  FOR  ASPHALT  CEMENTS  AND  REFINED  TARS  FOR  WEASIICG 

COORSE    OF   BITUMINOnS    CONCRETE    PAVEMENT    AND    FOR    ASPHALT 

CEMENTS  FOR  THB  SEAL  COAT  IF  AN  ASPHALT  CEMENT  IS  DSBD 

IN  THE  BITDMINODS  WEARING  COURSE 


.pAfltt    Cimr-t    "A"    0!.n<,n^   With  A,ph,.U  Cem^nl,  "  B."   -  C. 

■■  "D,"  -£"  a~J  f 

TixT,  -F-  fliirf  -G". 

(I)  The  «aphKU  cement  ihiill  be  homOBenBOua.  free  from  wgler 

and  ahali  not  fo.m 

Bilodlo  m'C.  1350°F,). 

(2)  II  ihM  show  s  flush  point  of  Dot  l«a  Ihstl  20S'C.  C^OO'F,), 

C3)  lU  Bperifie  gfBvily  »t  «  lempstaturo  at  25°C.  {7TF.)  shslt  1 

be  Dot  U»  thun  O.V, 

lore  thin  1.000. 

(*1  WbBD  tested  with  a  sundsrd  No.  2  necdio  by  meiiiu  of 

■  Dow  iWBPtronut 

ther  panetrnmeter  girtng  the  same  re«ult>  m  the  Dow  nmehioe), 

it  .h.U  .how  p«»lr 

ZOO-gnrn  losd,  1  rninute.  at  4'l 
(IIS'F.),  not  moni  thin  250. 
(61  Ita  mGltini-pcint  u  del 


d  by  the  cube  i 


ibmll   be  not  lea  tbiD  K'C. 
it  ]«*C. 


(S)  When  SO  «nmi  of  the  miteriil  ii  muDtuned  mt  a  luiitDrm  ten 
(32a'F.)  for  G  houn  in  >u  open  o.vUndrieiU  tin  dieh,  5H  csntlmetera  (about  a>i  in.)  I 
eter,  with  vertical  aide*  mouuriDg  spproiimately  3)-,  eonUmelera  (about  I  ^  in.)  in  dep 

The  penetration  of  the  reaidue,  wnen  twted  aa  dracribed  In  elauae  (41  wito  a  alaDili 
No.  2  needle  under  a  load  ol  100  grama,  for  S  Heonda  at  IS'C,  (77''F.)  aaall  be  not  Im>  U 
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(8)  It  Bhall  be  soluble  in  ohemioaUy  pure  earbon  ietraehloride  at  room  temperature  t« 
the  extent  of  not  lees  than  90.5  per  cent,  of  its  bitumen  as  determined  by  clause  (7). 

(0)  It  shall  be  soluble  in  86*  to  88*  B6.  paraffin  naphtha,  at  least  85  per  oent.  distilUm 
between  40*  and  55*C.  (104*  and  13rF.).  to  the  extent  of  not  lees  than  67.0  per  eeat.  nor 
more  than  77.0  per  cent,  of  its  bitumen  as  determined  by  clause  (7). 

(10)  It  shall  yield  not  lees  than  12.0  per  cent,  nor  more  than  18.0  per  cent,  of  fixed  earbon. 

A9phaU  Cement  *'B'*  Optional  With  Aaphalt  CemenU  "A,"  "B/*  "C.**  "/>/'  and  £4/N<d 

Tara  "F"  and  "G" 

(1)  The  asphalt  cement  shall  be  homogeneous,  free  from  water  and  shall  not  foam  iriun 
heated  to  177*C.  (350*F.). 

(2)  It  shall  show  a  flash  point  of  not  lees  than  165*C.  (329*F.). 

(3)  Ito  specific  gravity  at  a  temperature  of  25*C.  (77*F.)  shall  be  not  leas  than  1.040  aor 
more  than  1.060. 

(4)  When  tested  with  a  standard  No.  2  needle  by  means  of  a  Dow  penetrometer  (or 
other  penetrometer  giving  the  same  results  as  the  Dow  machine)  it  shall  show  penetrations 
within  the  following  limits  for  the  conditions  stated,  the  penetrations  being  expressed  in 
hundredths  of  a  centimeter:  100-gram  load.  5  seconds,  at  25*C.  (77*F.).  from  104  to  160; 
200-gram  load,  1  minute,  at  4*C.  (39*F.),  not  less  than  40. 

(5)  When  tested  by  means  of  the  New  York  Testing  Laboratory  Float  Apparatus,  the 
float  shall  not  sink  in  water  maintained  at  66*C.  (150*F.)  in  less  than  120  seoonde  nor  more 
than  180  seconds. 

(6)  When  50  grams  of  the  material  is  maintained  at  imiform  temperature  <^  163*C. 
(d25*F.)  for  5  hours  in  an  open  cylindrical  tin  dish,  5H  centimeters  (about  3H  in.)  in  diam- 
eter, with  vertical  sides  measuring  approximately  3H  centimeters  (about  IH  in.)  in  d^th, 
the  loss  in  weight  shall  not  exceed  3.6  per  cent,  of  the  original  weight  of  the  sample. 

The'  penetration  of  the  residue,  when  tested  as  described  in  clause  (4)  with  a  standard 
No.  2  needle  under  a  load  of  100  grams,  for  5  seconds  at  25*C.  (77*F.)  shall  be  not  less 
than  one-half  the  penetration  of  the  original  material  tested  under  the  same  conditions. 

(7)  Its  bitumen  as  determined  by  its  solubility  in  chemically  pure  carbon  disulpkide 
at  room  temperature  shall  be  not  less  than  03.0  per  cent,  nor  more  than  08.0  per  cent. 

(8)  It  shall  be  soluble  in  chemically  pure  carbon  tetrachloride  at  room  temperature  to 
the  extent  of  not  less  than  08.5  per  cent,  of  its  bitumen  as  determined  by  clause  (7). 

(0)  It  shall  be  soluble  in  86*  to  88*  B6.  paraffin  naphtha,  at  least  85  per  cent,  distilling 
between  40*  and  55*C.  (104*  and  131  *F.),  to  the  extent  of  not  less  than  75.0  per  cent,  nor 
more  than  85.0  per  cent,  of  its  bitumen  as  determined  by  clause  (7). 

(10)  It  shall  3rield  not  less  than  1 1.0  per  cent,  nor  more  than  15.0  per  cent,  of  fixed  carbon. 

(11)  Upon  ignition  it  shall  yield  not  less  than  1.0  per  cent,  nor  more  than  3.0  per  oent 
of  ash. 

Refined  Tar  "F"  Optional  With  Aaphalt  Cements  "A,"    'B,'*  "C."  "D."  "jy."  and  Refintd 

Tar  "G" 

(1)  The  refined  tar  shall  be  nomogeneous,  free  from  water  and  shall  not  foam  whea 
heated  to  160'C.  (302»F.). 

(2)  Its  specific  gravity  at  a  temperature  of  25*C.  (77*F.)  shall  be  not  less  than  1.160  nor 
more  than  1.200. 

(3)  When  tested  by  means  of  the  New  York  Testing  Laboratory  Float  Apparatus,  ti>t 
float  shall  not  sink  in  water  maintained  at  50*C.  (122*F.)  in  less  than  140  seconds  nor  more 
than  170  seconds. 

(4)  Its  bitumen  as  determined  by  its  solubility  in  chemically  pure  carbon  disulphide  at 
room  temperature  shall  be  not  less  than  95.0  per  cent,  and  it  shall  show  not  more  than  0.2 
ppr  cent,  ash  upon  ignition  of  the  material  insoluble  in  carbon  disulphide. 

(5)  When  distilled  according  to  the  tentative  methods  recommended  by  Committee 
D-4  of  tjie  American  Society  for  Testing  Materials  in  1911,  it  shall  yield  no  distillste  at 
a  temperature  lower  than  170*C.  (338*F.):  not  more  than  7.0  per  cent,  by  weight  shall  diitil 
below  270*C.  (518*F.),  and  not  more  than  20.0  per  cent,  by  weight  shall  distil  below  300*0. 
(572*F.). 

(6)  The  total  distillate  from  the  test  made  in  accordance  with  clause  (5)  shall  hav*  * 
specific  gravity  at  a  temperature  of  25*C.  (77*F.)  of  not  less  than  1.000  nor  more  than  1.6I0> 

(7)  The  melting-point,  as  determined  in  water  bv  the  cube  method,  of  the  oitolr  * 
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remaining  after  distillation  to  300*C.  (572*F.),  in  aooordanoe  with  the  test  described  in 
clause  (6).  shall  be  not  more  than  75*C.  (167*F.). 

R^Antd  Tar  "O"  Optional  With  AtphaU  Cemenia  "A,"  *'B,"  "C,"  "D,"  "Jf."  and  Refine4 

Tar'*F' 

(1)  The  refined  tar  shall  be  homogeneous,  free  from  water  and  shall  not  foam  when 
heated  to  150*'C.  (302«F.). 

(3)  tts  specific  gravity  at  a  temperature  of  25*C.  (77*F.)  shall  be  not  less  than  1.200  nor 
more  than  1.300. 

(3)  When  tested  by  means  of  the  New  York  Testing  Laboratory  Float  Apparatus,  the 
float  shall  not  sink  in  water  maintained  at  50*'C.  (122"F.)  in  less  than  140  seconds  nor  more 
than  170  seconds. 

(4)  Its  bitumen  as  determined  by  its  solubility  in  chemically  pure  carbon  disulphide  at 
room  temperature  shall  be  not  less  than  76.0  per  cent,  nor  more  than  90.0  per  cent.,  ahd  it 
shall  not  show  more  than  0.2  per  cent,  ash  upon  ignition  of  the  material  soluble  in  carbon 
disulphide. 

(5)  When  distilled  according  to  the  tentative  method  recommended  by  Committed 
D-4  of  the  American  Society  for  Testing  Materials  in  1911,  it  shall  yield.no  distillate  at  a' 
temperature  lower  than  170*C.  (338*F.):  not  more  than  10.0  per  cent,  by  weight  shall  distil 
below  270*r.  (518*F.).  and  not  more  than  20.0  per  cent,  by  weight  shall  distil  below  300*0. 
(572*F.) 

(6)  The  total  distillate  from  the  test  made  in  accordance  with  clause  (5)  shall  have  a' 
spedflc  gravity  at  a  temperature  of  25*C.  (77*F.)  of  not  less  than  1.030. 

(7)  The  melting  point,  as  determined  in  water  by  the  cube  method,  of  the  pitch  residue 
remaining  after  distillation  to  300*0.  (672  *F.),  in  accordance  with  the  test  described  in 
olause  (6),  shall  be  not  more  than  76*0.  (167*F.). 

SPECIFICATIONS  FOR  ASPHALT  CBMBNTS  FOR  SEAL  COAT  FOR  BITUMINOUS 
CONCRBTB  PAVBMBNT  WHBN  RBFINBD  TAR  IS  USBD  IN  THB  BITUMINOUS 

CONCRBTB  WBARINO  COURSB 

AbpKoH  Cem«lU  "^"  Optional  With  AtphaU  CenunU  "K**  and  "L" 

(1)  The  asphalt  cement  shall  be  homogeneous,  free  from  water  and  shall  not  foam  when 
heated  to  177*0.  (350*F.). 

(2)  It  shall  show  a  flash  point  of  not  lees  than  206*0.  (400*F.) 

(3)  Its  specific  gravity  at  a  temperature  of  26*0.  (77*F.)  shall  be  not  less  than  0.970  nor 
more  than  1.000. 

(4)  When  tested  with  a  standard  No.  2  needle  by  means  of  a  Dow  penetrometer  (or 
other  penetrometer  giving  the  same  results  as  the  Dow  machine),  it  shall  show  penetrations 
within  the  following  limits  for  the  conditions  stated,  the  penetrations  being  expressed  in 
hundredths  of  a  centimeter:  100-gram  load,  6  seconds,  at  25*0.  (77*F.),  from  60  to  76; 
200-gram  load,  1  minute,  at  4*C.  (39*F.),  not  less  than  60;  50-gram  load,  6  seconds,  at 
46*C.  (116*F.),  not  more  than  150. 

(6)  Its  melting-point  as  determined  by  the  cube  method  shall  be  not  less  than  80*0. 
(176*F.). 

(6)  When  60  grams  of  the  material  is  maintained  at  a  uniform  temperature  of  163*0. 
(326*F.)  for  6  hours  in  an  open  cylindrical  tin  dish,  6>2  centimeters  (about  2K  in-)  in  diam- 
eter, with  vertical  sides  measuring  approximately  3>i  centimeters  (about  IH  in.)  in  depth, 
the  loss  in  weight  shall  not  exceed  1.0  per  cent,  of  the  original  weight  of  the  sample. 

The  penetration  of  the  residue,  when  tested  as  described  in  clause  (4)  with  s  standard 
No.  2  needle  under  a  load  of  100  grams,  for  6  seconds  at  25*0.  (77*F.)  shall  be  not  less  than 
one-half  the  penetration  of  the  original  material  tested  under  the  same  conditions. 

(7)  Its  bitumen  as  determined  by  its  solubility  in  chemically  pure  carbon  disulphide  at 
room  temperature  shall  not  be  less  than  99.5  per  cent. 

(8)  It  shall  be  soluble  in  chemically  pure  carbon  tetrachloride  at  room  temperature  to 
the  extent  of  not  less  than  99.5  per  cent,  of  its  bitumen  as  determined  by  clause  (7). 

(9)  It  shall  be  soluble  in  86*  to  88*  B6.  paraflin  naphtha,  at  least  85  per  cent,  distilling 
between  40*  and  66*0.  (104*  and  131*F.).  to  the  extent  of  not  less  than  70.p  per  cent,  nor 
more  than  80.0  per  cent,  of  its  bitumen  as  determined  by  clause  (7). 

(10)  It  ahall  yield  not  less  than  8.0  per  cent,  nor  more  than  12.0  per  cent,  of  fixed  earbon. 
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cribed  in  clause  ( 

1  with 

■  ftandud 

t  2G"C.  (77"F.l  lb 

onditio 

by  ile  «)lubility  in 

hemically  pure  u 

rbondu 

ulphide  It 

■ically  pure  carbon 

etrachlotide  at  ro 

er  cent.  oJ  its  bilum 

S3-  Bt-  paraffin  na 

phtba.  at  least  SG 

131'F.),  totheeitc 

nt  o(  not  less  than 

67,0  p 

umen  as  determined 

by  clause  {71. 

nl,o(  filed  cuhiM. 

or  reSned  Ur  shal 

be  dcUvered  in  a 

nitable 

eontaisMB 
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tar.  mm?  of  mmiulBFturer,  grou  wpighl  snd  net  weighL     Each  abipmeot  and  each  «r[o 
shall  be  kept  separate. 

BilU  of  LldlDlt.— The  contrac^tor  shsll  furnuh  the  oniint^er  op  or  before  the  arrival  of  e> 
■hipuipnt  at  or  near  the  site  of  the  work,  bills  of  lading,  or  eorrec^t  copiea  thereof,  whieh  ib 

rcSnnl  tar  vhen  delivered  at  the  work,  unleaa  aatiifaetury  artsngemenls  can  be  made  I 
tbe  delivery  ot  an  aapbalt  ounent  or  reBned  tar  of  the  spcHliec!  ciuulily  and  to  determii 


for 


olbi 


Work  Included.— Und 


<  allon 


;lor  ehill  lurnieh  Btul  dallvn  on  tbe  <ror 
in  Bsphslt  wmeni  and  a  reBoed  tar,  w1 


lof  a 


HeaiDrement  and  PaymCDt. — The  quantity  of  bitumeo  in  the  asphBlt  c< 
with  the  paragraph  headed  '^Samples."   contained  in  the  aapbalt  eemeni 

the  analyses  of  the  aeeeplable  samples  taken  by  tbe  engineer  during  a  givi 
be  used  as  the  basis  for  payment  tor  the  asphalt  cement  or  refined  tar  us 

furnishing,  hauling  and  delivering  the  asphalt  eement  or  refined  tar  at 


Final  Report  of  the  Special  Committee  of  the  American  Society  of  Civil 

Engineers  on  Materials  for  Road  Constiuction  and  on  Standards  for 

Their  Test  and  Use.     (From  Trans.  Am.  Soc.  Civ.  Eng.,  SS  11918), 

1364.) 


I 
I 
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WiTB  DiaonaaioH  bt  Mmau.  E.  D 
E  AsrEHCiH  Sociari  or  Citil  ENaiHii 


I  of  Dire 


in  BUndards  for  Their 
ng  its  work  from  tha 


_ nga  have  been  held  in  the  Soeiely 

( intMat"oDn''eet^  ^th'lhe  work  of  tbe  Commitleo.  These  meetings 
ided.  usually  by  more  than  200  at  a  sesBion,  by  highway  authonties  out- 
iB  well  u  by  members  of  the  Society  itself.     It  le  felt  tt 


infon 


n  has  I 


11  been  > 


.0  the  Prof. 


11  as  to  the  Commillee. 

;  report  hat  given  earcfiil  consideration  to  it»  earlier  concliuions 

and  the  eritlciam  and 
reel  in  highway  work 

1  FNHoUd  to  tha  Annual  MMting,  January  16,  ISIB. 
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,  eiporiBnoed  o: 


report  it  hia  be«a  denmed  w. 


Committee  morr,  'iaUUigible  to  Cbs  wider  i 
ttiair  prarlied  appUcktiDD  In  maov  eun.  at 

uadsrlylD(  the  drarta  of  ipecificatloni. 

Your  Committn  bpUevH  tbat  eompcUal 
demandi  ol  any  particular  cue  by  rollowini 
DeoewarUy  left  tberein  in  order  to  eipreu  i 
(TdiuidoratioD  of  tJie  li 


I  lURiest  tha  rsriabla  >tit]  mnalninf  lo  t» 
;h«ay  enBineora  may  meet  auereaalTillx  tt' 


ta  oonnecUd  with  highway  •rork.  To  tbi> 
yiea  oF  Dialeriali  in  detail,  meorda  of  traffic, 
dafibltiune  of  ternu  uaed  with  paruliai'  mwD- 


adei'tiDg  then 

Mowsvsr.  it  doe*  not  btlinve  that  these  conch 

lack  of  knowledie  or  eiperienee  In  biibHsv  ec 

otherviae  lacking.     It  also  wiahea  to  warn  apai 

■pecificationa  to  tha  eatabliahment  of  "  (he  one 

accuracy  and  uniformity  in  the  recoidlng  of  di 
end  the  Committee  haa  auggeated  tnta  and  anal 
flaata.coiiBtructioD  and  muntaaancedetula^and 

improved  the  aituatlon.  Your  Committee  ha*  made  aome  •ugKesUoni  which  have  betn 
quite  widely  adoptad.  On  the  other  hand,  it  hsa  not  heaitatrd  lo  sndorH  the  conclueisiia 
of  other*  where  auch  action  aeemed  proper,  hoping  thereby  to  aid  materially  in  the  aoefltn- 
pli*hment  of  tbat  deairable  uniformity  mentioned  above.     It  hope*  that  it*  conelUBODa 

posalbie  date.     The  Furnm.  Analyee.,  and  Teat  Delnila  will  be  found  in  the  Appendi™ 


[»l«l  a 


orthy  ol 


.r  not  it  would  be  able,  ■ 
euonable  period.  Youi 
o  the  following  liat  of  i 


nititleg  at  ite  diapoaal,  to  reaeb  spcb  conrlusic 
eo.  therefore,  invitea  the  attention  of  all  tho* 
one  it  tnloka  worthy  of  proaeeUtion,  and  ei 
which  rill  throw  light  on  theie  poicta,  may  i 


onditioD 


rably  m 


of  u»; 
letarmining  the  adheai 


Lreatmenta  on  eravel  and  brokea-*loD« 

■eion  of  the  coneiateucy  of.  biluminoiu 
on  >JI  the  oidp  ranee  of  auch  m.t>ri*l>. 
ialing  in  cerljiln.  if  not  all,  caaea: 
on  that  can  he  auncesafully  allowed  io 
■  of  the  Ur.  of  climate,  of  traffic,  and  ol 


I 


il  the  eHect.  on  the  internal  w 
■le  and  brirk  roadways,  and  th 


nathoda  caleiilated  ti 


traffic  ccDBiu,  ind  tludy  ol  thp  i 
I  on  various  roadwiy  lUrfareB,  an 
and  t be  ntahUabnieiit  and  expn, 


I  at  &dy  relation  betweel 


many  ii 

lutai 

B»l, 

will  be  buten 

Bdby, 

aproi 

aipt 

aare 

«mont 

among  in 

™tiaa 

that  UDifori 

nity  ia  fully 

to  thoH.  careli 

Illy 

jracy  L 

Id  in 

tbii 

%'. 

ind  [ha 

produc. 

jrt  will 

better 

ulU  thai 

widt 

UH  ot  var 

d>,  m 

jrle 

me  del 

tha»  of  the  Cc 

ittm. 

Th«. 

our  Comr 

b«a  reach. 

,d  and  0 

uloi 

jnaider 

of  Ibe  w 

orko! 

onmmitte. 

Plot    0 

.nowledie 

ott: 

hedeU 

lilaof 

thai 

rk  thro 

agh  the  n 

.ember 

DD  that  ot 

her  com 

[  membera 

or  thia  Co: 

Your  Co 

liii 

aaod  by  tb 

,o  imporU. 

ioeo( 

the 

fact 

or  o(  0. 

uU,  both 

■truation  and  mail 

item 

o(  btahw. 

uidot 

then 

for. 

able  reeoi 

'dj>o[i 

data.     Tht 

i  prwenl 

:>iti: 

latiui 

>pen 

tiiunl 

lortun 

late. 

(hn 

e  boing 

.  found  av 

aihible 

few  reeorda  of  coata  unllormly  or  lopcalLy  compiled,     Uenc«  compariaoi 
not  impnaaible,     Vaur  Committee,  therefore,  invite*  cvpeml  attention 

propriety  of  a  material  or  a  form  ot  highway  oooatruclipn  la  often  deter, 
aoder  known  traffie  conditiona.     To  reduce  both  coat  and  traffic  data  in  i 


«  ol  e 


t  they  be 
Sd  soncluiions  il  baa  reached,  aa  (dUoh 
COnCLUSIOHS 


I 


JMKtuit  tf  Roadim 

«  Svrfa^.—TbB 

Coi 

nmittee  belie 

vea  that,  with  th. 

!  devc 

lopment  of 

ifhray  work,  it  ahoi 

1st  one  of  the  gre. 

steal  problem,  lo 

>  aolvad  by  highway 

ensineera  ia  the 

pro 

per  aeleclion  < 

>f  the  particular  malerli 

.  eBidcatly  in< 

f  particular 

laa.  and  that  progre 

•a  wlU  be  haatei 

led 

by  complete  j 

recop.itionofthi.fact. 

Itrmom- 

lendi  that  the  aeleell 

on  of  the  Idud  of 

It  Of  pave  men 

t  be  baaed  on  the 

following  factors. 

le  (pecial  value  of  which  may  be  eatim 

ated  in  each 

caie  under  the  k 

raffle,  .urrouodiog.. 

climatic  eonditii 

and  phyiical 

and  Gnahcial  mc 

both  aa  to 

DOgtruciioD  and  mail 

r  retard  for  pi 

■obable  or  possibli 

■Chan 

»t,  annual  coi 

aiatanc  Jipper 

..  favorablene 

«.  to  (ravel,  aanit 

a.  noiael^. 

eaa,  »od  appealanee. 

T-fo^f.— Yout  Committee  dxirei 

to  e 

mpbaaiac  the 

fact  that  e.perl 

euce  1 

Iiaa  demon- 

he  ccnaua  should  b«  conaidert 
the  problem  of  the  (election 
conaidered  from  the  i 


y  blihwc 


hould  b> 
iftheai 


however.  Bhonld  nut  be  the  ■ 
be  oonaldered  a  guide  in  det 
(he  eSact  o(  traffic  ai 


truotion.     The  bald  return  of  a  traffic   Roaua, 
SBleclion  of  the  type  of  construction,  but  ahould 

Blue  of  tha  type  to  be  adopted.     In  conaidsrinc 
design  and  cost  of  mainCrnanoe,  it  la  necessary 

le  weight  of  the  vehicles 

t  highway  dBpartmmU,  in  making  Ibeir  reports. 

imilted  on  page  484. 
■thods  of  using  a  partioular  material,  may  be 


I 
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ftffntad  hy  tha  crui«  u  fixed.  Cfirtun  nimtariati  or  result!  of  luini  nutoruli  for  lucbmr 
■urTuciiiai  Will  bs  uoHtufactorr  autslda  of  crtsin  limits  of  gtvlta.     CoiuervativB  praetka 

Muimum  ^H 

Kind  of  roadway  gr»da  ^^^B 

Asphalt  block  S.O  per  isni.  ^^H 

Bituminouii  ■urfsca S.Operciciit.  ^^H 

BitumiDQua  coacrsta 8.0  per  wnt.  ^^H 

Bitumtooua  muulam S.O  per  cant.  ^^H 

I  cement  mier. S.O  pw  oeat.  ^^^1 

Brick     bituminuiu  eiler IS.D  par  oent.  ^^H 

I  ■•  Hillside  "  block IS.  0  per  oent. 

Broken  dona 13,0  per  oent. 

Cemant-HiiuireU B.D  per  aenl. 

Oravel ..,  13.0  per  eeikt. 

Sheel-upbslt G.O  per  fat.  ^^^H 

,,     .   I  Mment  filler S.O  per  ocBt.  ^^^H 

«*™-'''«M  bituminous  aiar 16.oiler«nt.  ^H 

Wood  block. 4.0  pv  cent.  ^^^H 

The  mitdnum  gradFa  ■llowsblii  vill  depend  an  loeal  Dondilions  u  to  elimate.  type  at 

outaide  edseB  of  tbe  lurfsran  □[  cbe  Hbouldera  are  at  Icaat  2  ft.  above  the  level  of  tbe  adiarul 
(round  or  waUr  level,  or  aicept  in  eawa  where  the  roadway  is  laid  over  aaad  of  aueb  a  rhar- 

Dne'balf  of  I  per  cent,  ahould  aot  be  uaed  for  roadi. 

more  earefuliy  sought  and  more  accurately  poaaible,  a  minimuDi  grade  uf  aa  low  aa  one- 
quarter  of  I  prr  cent  has  somelimei  oven  satiafaclory  reeulla  in  an  nraEriency:  but  a  mini- 
mum of  one-halt  of  1  per  cent,  would  be  better  a>  an  eaUbltahed  standard. 

H'l'di;^.— The  width  of  the  roadway  to  be  built  will  be  deternuDed  Isrsely  by  local  cir- 

both  in  number  of  vehidn  snd  in  siie  of  loads,  it  will  be  in  Ine  interest  of  economy  lor  dni(iii 
of  bigawaye  to  be  made  with  proper  sonsideratloa  of  further  increase. 

Where  motor  traffic  forms  a  conaiderable  proportion  of  the  loUl  Iraffie  likely  to  um  i 
biibway,  the  unit  width  o(  tramc  lines  to  be  considered  is  B  or  10  ft.,  instead  uf  7  or  8  fl , 
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,-eoncr< 
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er  edges,  oi 

such  r 
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Jlder 
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dth  of  ro 

lidwayi 

,  of  rigid 

material 

such  as  eemon 

t-doncrele  or  v 

■trified  block, 

should  be 

at  l™t  c 

1  what  wi 

luld  be  prei 

.cribcd 

under  K 

surfaring. 

■at  difl. 

twcen  the 

BrmneM  of  a  ri, 

aid  roadway  au> 

rfarin 

gandul 

material  f 

tenuanlly 

availa 

ble  for  th 

1  therci 

■0,  often 

larvli 

M  safetr 

and  eoav< 

trsHir, 

aneo.  (bat  the  rigid  . 

lurfarim 

BhaUbeb 

uiH  widei 

■  than 

vDuld  an 

swer  for  a 

mnrefl 

eiible  tti 

rr-boond 

,  for  Jnsti 

Qder  the 

ions.     F. 

width  of  the  paven 

ipnt  sh< 

suld  not 

be  less  thai 

1  It)  It 

.  and  for 

.ffir,  i 

It  ihouU 

not  be  less  than  IS  ft,,  ui 

Qless  eiM 

lurahle 

ahoulde 

■  Btteal 

or  alley,  t 

he  width  will  ore 

linarity  b 

«lhvt 

lary  location  of 

Too  oai 

TOW  a  wi< 

oad-ay . 

If  it  df 

.mpel.  concenlr, 

of  traffic 

■a  Ire, 

o  make  ut 

,ff.ir  dn 

mandt  0 

.n  what  would  i 

.then 

nwrbit 

j,d  efficic 

the  surfac 

ling.     '. 

abrupt  eb 

lanjtes  in 

>ea  of  th. 

,  any  (ei 

adency  toward 

the  i 

lion  of  tn 

iHirint 

ihoiiUI 

be  avoid. 

ed,  aa  far  as  po. 

•sible. 

bysucli 

adjustm« 

and  adjust 

■t  width. 

f  slope,  of  Iht 

ro«iway  i 

lurfaeingi 

«wiUI 

keep  the  i 

itrains  of  lb 

lesuffa 

cing  mal 

l.li.1^ 

which  duiDtflflTHtJ 
Thictntn.—lD 


■rhoje  psv 
lag  the  I-  ■ 


ipknna  of  ai 

idatioD  and  d[  t: 
1  hu  b«B.  too  . 


:t».  Purther,  egfEoinlty  in  tha  , 
int  of  (ravel  it  needed  to  preM 
reauK  in  tho  development  of  am 
Lpidly  Bpresd, 


■upported.  Although  the  gem 
tbeaaks  ofaaFcty  in  the  preparation  of  the  pavement,  it  now  appean  ev 
bag  been  iDeuired  in  (hig  dirBotloo,  and  that  a  more  aeientiRii  delermin 
is  pooible  without  uc^rifice  of  Histy  and  yet  with  ecaDomy.  However 
rcightp  and  eooAequently  et  the  p 


wilt  b 


I  ol  fur 


bable,  and  the  ohari 


T  withitiuiding  the  force! , 
r  of  the  lurfadng  itself,  i 
I  [jlwly  to  beeome  aoakiKl  w 


D.  fot  a  broken  atone  r 
re  (he  vehielea  paaiisf 


ttesaa  from  the  i 


iratively  light.  ( 
rupture  of  the  >ti 


the  ill  elTeets  of  froit  and  powibly  of  p 


it  atao  for  the  purpose  of  a' 


ilMUuiee,  invariably 
lor  aatisfnctarr  main 
of  the  difficultiei  ex 
The  development  of 
of  areaa  of  the  pavci 
■urfucing  or  ol  tha  ci 
laritiea  produce  uneq 
The  thicknma  of  ( 
vtnM-    Approved  pri 


r  the  ■urtaeing  ia  made  for 

1  purpo» 
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inducing  toward 

ana  in  the  thiekneu  of  sue 

heet-aaphalt.  (or 

non-uniformity  of  wear,  wi 

th 

and  it  ia  believed  that  the  ■ 

r>n»ble  for  many 

ock 

r  variou.  typea. 

ma  in  the  .urfaeOH  of  Iheee 

pa 

andl 

,he  delerloratioo 

□  to  bo  eiplatned  by  the  in 

ilaritiea 

in  the 

thickuna  of  tha 

■ing 

chare 

tment  or  dedded  difTerencei 

rigidity. 

nent  or  iurlarini,  of  roune 

ill  be  d( 

ipende 

nt  largely  on  ila 

Ta 

ble  1  for 

Ltrcmea  of  Ibick- 

the  pitvement  or  road  cruat 

It.  whet) 

ler  bit 

uminoUB  or  non- 

..     It  i.  not  only 
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im  moiature  and  in  a  a  (ate  i 
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face  drainaiie  aa 

der-drainage.  iniure  these  rt 
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mu.t  be  carried  nuiekly  ai 

bdi 
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>  Not  iQcludlng  i 


TUjgemflDU  ivfarred  to  and  ao  nmde,  such  u  mlelSi  dttc^hn 
!  daignsd  Dud  p1a<^sd  00  kb  give  thfl  lesAt  po«gJblfl  oflensfl 
Id  the  abutton.  and  y«t  b«  built  10  u  to  pmecve  their  inti 
ul  nwd  tor  attenlion  mnd  eip^nie.  under  even  this  most 
mdltioiiB,  A  proper  iDiijtitudiiiiil  sr^de  Eor  ditnhefl  Htid  g 
It,  in  order  that  the  ill  eflecti  of  eUnding   wator  may  I1 

f  ine  eliding  ia  of  the  >id«. 

The  onder-drBinBie  of  the  fosdbed.  where  »  cemenl-ponc 
roundatlon  of  eement^cdD Crete  u  to  be  provided,  ihould  be  1 

Crete  glib  don  not  permit  it  to  adapt  itielf— m  ii  the  cue,  lai 
,ub-gr.d 


AaretaO 

The  ideal  r 


\y  diapoMd  or.  TkF 
■ad  culverU,  ihould 
sen  nt  the  roadiriT 
d  eSeieney  with  the 


rigidity  of  tlie  » nwDl-eiiD- 
natBDce,  irith  auch  a  aurliR 
txetive  draiui 


■inige,  the  matter  at  the  crown  of  the  roadway  li  parUoularly  impdrlant 
I  water  to  the  eliannela  where  it  must  be  most  mimDiently  earned  alonf 


for  the  proper  remo 
with  the  provliioiu 


d  the  uplceep  of  the  roadway  ■urfao 


roadway  widtb  of  30  ft. 


<S  freely,  the  dtowd  ihould  be  n 
orally  abaarved  aod  to  be  r«wi 


?,  vitrified  blook,  01 


Sub-gradi. — The  1 
■ub-gtade  in  every  caee. 


a  Table  2  ehouM  govern. 


of  the  highway  generally    attiacu 
lub-grade.     Even  when  an  artificial 
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Kiad  of  rondirsy 

MuEmum                Minimum 

K  in.  to  the  ft.       H  in.  to  the  ft. 
M  io.  to  the  ft.    .    a  in.  to  the  ft. 

)i  in.  to  the  ft.       H  Id.  to  the  tt. 
M  io.  to  the  ft.       H  in.  to  the  ft. 

^i  in.  to  the  ft.       >i  In.  to  the  ft. 
>i  in.  to  the  ft.       H  in.  to  the  ft. 

fciuadstioa  »  to  be  eotutmetsd  on  the  sub-crule,  proper  nre  ihould  be  taken  in  its  prepers- 
tLoD  m  order  thKlIhe  ireitMt  eeonony  may  be  had  [n  (he  il»iio  sad  eipenae  for  the  trtiHeltl 
fuundntioD.  and,  generally  (pnluog,  at  leael.  the  higher  the  type  and  the  more  eipenaive 

bihtia  of  the  Bub-grade.  Uniformity  io  the  compoellion  and  cninpactign,  u  welt  as  even- 
nms  of  iU  surface,  i*  tar  more  important  than  haa  been  Renerally  coniidered  neceuary, 
and  permanei>«  of  alt  the  desirable  qusUlies  la  the  aub-grade  is  equally  iiDportant. 

When  an  artificial  foundation  or  a  cenient.flDnerete  pavement  iq  uaed,  the  lub-grade  should 
be  as  carefully  prepared,  roJJed,  and  compacted,  aa  for  any  other  roadway  aurfarinff,  and 

aiutaining  powers  of  the  natural  foundation  should  be  reinforeed  and  the  atraina  in  it  thereby 

artificial  foundation  conaisUng  of  a  layer,  or  layen.  of  aand.  gravel,  broken  atone,  or  almilar 
nistrrisl  ttelianee  should  not  be  pUeed  on  the  eoncrele.  If  utieil,  (or  bridging  soft.  apDDgy, 
or  unyielding  spots:  all  vegetable  or  periahahle  matter  should  be  removed  from  the  aub- 


When  a  cemeot-eoDor 


is  deposited, 
rigid  paveme 


baoFD  of  the  aub-grada  after  it  ii 


le  old  pavFiiient  should  be  looMncd, 
iread  to  the  full  widlh  nf  the  new  pavement,  and  then  thoroughly  compacted,  filling  the 
trntieee  with  fine  material  and  re-rolHng  until  a  deuse  sub-grade  la  obtained. 
Arlifnal  Faunitalioai.— Where  the  character  of  the  trnffie  justifin  (he  use  of  an  artificial 
rfacing,  it  also  demsads  a  enrrespondingly  strong  foundation.  Whether  or  not  an  artificial 
undstion  ahall  be  supplied  will  depend  on  the  local  conditions,  but,  In  the  aeleclion  of 


ral  fnundatioo.     Ei 
!^e  of  the  various  n 


glhei 


elficiei 
BlU  be  had  froi 


■ndinteirity  Dtthea 


I  should  always,  be  laid 
ring  with  stone  blocks,  s 
laditlons,  Dcraaionally.  i 


<  ioints  is  used.     Special 
ions  of  ample  strength 


V  type  of  stable  fou 


w 


reaegtmble  jMrmiBCHM  th<a  eipeoMd  from  II,  wham  •  rsIntlvBly  low  Gnt  « 


•Kit  prevulH  And  where  light  tr&ffih  aaiy  li  to  be  expeoLed. 


>4  property  coDioliditod; 


idpla  Dipresicd  under  the  heul  □!  "Cemi 


spply.  and  nfereDM  thereto  >hou1d  be  hid. 

ifotariai..— Hiving  del*rniiii«l   the  ohiraoM 

riiti«  doirablo 

lor  tbe   matoriali  to  br 

DKd  ID  any  hiihwsy  wart  their  dncriptioa  in 

the  specilicHtioni 

a  ahould  be  conciH.  dor. 

ch.r.ctpri8Ua  daired,  il  will  bo  puuible  to  ,p< 

joify  that  lh«o  i 

qualitid  >Btll  lie  betirm 

certoin  limila,  thiu  living  >  muamibU  tnlf>riin< 

w  to  the  detrrm 

inittian  ol  the  quality  by 

oraotsquidityi 

offered  i.  luit.blo-     The  de.oription  ol  >  milerij 

trade  name  ia  DermiBiblt 

■on  « -equal  to' 

it.  ii>e  .hould  aoi  be  Irfi 

o  ror  doubt  aa  1 


iDb  deecriptioa  of  the  methods  of  perCori 
whether  the  reaulta  of  the  teat*  romo 

a  aod  methoda  of  performinf  them,  to  b< 


typea  of  bitumiooiu  materiab.  separate  ■ 
written  for  each  type. 

Jei'nd.— For  the  ordinary  jointa  in  block 
ahould  be  aelected  so  aa  to  produce,  not  on 
imperviousneas  and  the  stability  of  the  bloc 
Car  aa  practieable,  conduce  toward  evenne 
the  blocks  are  reaistsnl  to  abrasion,  but  ar< 


f  the  aurfaee  of  the  pavement.    H 
le  as  wilt  reduce  rounding  off  al  the 


lererbeuudasajoiat  Hller.     Though  the  use  of  ss 
ime  relatively  aligbt  additional  first  cost  will  reai 


Cemi 


leriy  made  . 


integri 


'  of  the  lutfaee.  Th' 
tiona.  To  ituure  tlic 
I  ure  is  Denaan  in 


best  results,  a  1^1  mil  of  sand  and  cement  is  recommended.  Great 
miiing  and  applying  the  mortar  or  grout.  Uniformity  in  the  cement 
akill  and  care  in  its  appliealion,  are  esseotial  to  auccesa.     To  insure  uniformity,  then 

(ban  is  necessary  for  proper  Buidity  should  be  used.     Ample  time  should  always  be  allo-'J 
for  the  grout  to  set  thoroughly  before  the  traffic  b  admitted  to  the  roadway. 

With  bituminous  joint  fillers,  care  must  be  taken  to  select  mateiiala  which  will  not  beleo 
brittle  in  cold  weather  and  so  chip  out  from  tbe  joints  under  trslGc.  and  which  wUl  noi  be 
eo  soft  in  hot  weather  as  to  Sow  out  of  (he  joiote  between  the  block..     It  is  beliend.*!- 
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in  the  deptlu  nl  the  brick  or  block,  and 
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idon  in  depth,  of  the  brick  or  block  de, 
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or  block.  dD«  Dot  eiMed  H  in-,  ths 

ally  been  UHd  for  the  ciuhion  coune  ii  und,  but  engineen,  reeently.  hitvii  hcco  conuderiDg 

on  the  surfuce  of  the  oonorete  fouodatiou  aft9r  the  latter  hsa  been  oompleted,  or  being  lud 
u  a  p«rt  of  the  foundation  itaeU.     The  objec  - 


the  bloc 


Thiaat 


ch  adnitree  of  capillarity 
Hibly  wood  fiber,  and  a 


>1  daya, 


B4  iiill  result  in  frost  aetiou. 

bitumioouii  comeat  would  probably  be  more  utiafar 
monar  eourae  or  the  aand  alone,  and  auch  a  bituminc 
H  in.  In  thickneea,  provided  the  surface  ol  the  coi 

Finithina  tf  Sur/aci.~Jla  obiectionable  aUpperii 

thereafter.     The  leoilh  ol  tjme  that  ■  finlahed  pivei 


Pavemeate  in  which  Portland  cement  ia  uaed  for  filling  the  joi 
ing  itaelf  ahould  aeldom.  if  ever,  be  cloeed  for  leaa  than  2  weel 
the  plaoji  and  (peciGcatiooB  uaually  call  for  the  surface  to  fa 

The  CommittH  has  had  s  number  of  ohaervatioaa  made,  from  (he  mulls  ol  > 
convinoed  that,  in  a  newly  completed  pavement,  the  Tariationa  from  a  atraigh 
template,  g  ft.  in  length,  should  not  eiceed  ii  in.  lor  saphatt  block,  bituminaua 
brick,  eement-eon  Crete,  sheet-aaphill,  and  wood  block  pavements,  and  H  in.  Ic 

MaiiluiU  Cattrt  and  Strtrl-ear  Trncbi  in  Aomficav  Sur/arci.— Uniformity  in  the 

manhola  covera  or  etreet-car  traeka,  introducing  an  element  of  non-uniformity 
■urlaos.  should  be  counteracted  aa  far  aa  poeaibla  whenever  aurfaces  of  diffc 


ipletion.      Although 


I 
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hvdiiaa  Adjoin  ia  ■  phtfuipqI.     Tho  trsffic  EominK  From  lli«  hinlrr  la  Ihe  lefUr  ■uifm 
nBturslly  cbuki  abuorniBl  veur  on  the  Utter, 

PracCicslly  sU  manbole  oaven  atf  liid  on  rigid  muanry.  m  that,  uhIbh  some  ipBdtl 

Where  th«  paTpmenl  i.  of  Mant  block,  ooad  biaelc,  or  brisk,  thf^  diffEreoM  in  hardoM  be- 

eitra  care  is  taken  with  tlie  loundation  immediatoly  adjiideiit  to  the  heads,  to  prerini 

trfBtment  thould  1h  lued.  In  lurh  casea  the  psveineot  should  he  laid  about  )>  in.  aben 
tho  manhole  head.  Thin  will  prevent  the  abaormal  wear  raused  by  the  poundinc  aetKn  of 
the  wheelg  of  vehideg,  which  would  ocour  if  the  pavement  (urface  waa  any  diitsnoe  beloi 
that  or  the  manhole  head,  a  coaditinn  which  muat  eiiet  if  the  pavement  ia  laid  Iml  with 
■ueh  heada,  aa  it  is  not  poeatble  to  eumpaot  the  pavement  ao  that  it  will  not  compnw  uder 
the  tratGe.  formins  deprenione  before  thoae  actually  rauied  by  wear  begin. 
In  the  caie  oF  car  track*  in  itreets,  iDodern  coiutruetion  is  such  that  the  trarka  are  nsarlr 

the  level  of  (he  rail.     The  Committee,  however,  doee  not  believe  that  in  any  ease  a  hitnnia- 

the  raits  are  uiually  of  the  T  Form.     The  traeki  in  such  case,  are  often  laid  at  ths  sMe  of 

•tono  blorkt  or  brick  for  a  width  oF  at  least  18  in.  adjacent  to  the  ralLa:  whea  the  nub  m 

ASPHALT  BLOCK  PAVEHBITTS' 

Grnfrof. — HpeciGcBliDna  for  aaphalt  block  pavement  should  cover  thoraU(hly  the  lefnl 

(>.  and  (he  details  oF  construction  of  the  pavement. 

tfal<riaJi.— Eiperience  has  demonstrated  that  thr  blocki  should  be  oomposed  of  sipbitt 
eement.  crushed  trap  roeh  or  efluslly  hard  and  tough  m.leriat.  and  miiiera]  dual  All 
particlea  of  the  trap  roek  should  pua  a  >,-in.  aoreen,  and  the  mineral  duat  or  filler  iboiU 
consist  oF  powdered  limeatonc.  The  bitumen  content  of  the  bloelo  should  be  betwen  t.i 
and  8.5  per  cent.,  dependini  on  the  gradia(  of  the  mineral  aggregate  and  the  melkni  nl 
manuFacturc.  The  speeiGealiou*  should  contain  specific  requircniente  with  referenn  » 
the  asphalt  cement,  filler,  and  the  grading  of  the  mineral  Bggrcgale,  which  latter  should  IK 
similar  to  the  Follawing: 

Passing  2nO-mesh  sieve     . .      20  to  3S  per  cent. 

Paasing  20-meBh  sieve  and  retained  on  BO-mesh  sieve 13  to  30  per  nnt. 

Faning  >i-in,  soreen  and  relaiued  on  iO-mesh  sieve 30  to  50  per  eent. 

Retained  on  Ji-in.  screen 0  per  eenl. 

The  specifiealions  should  alao  cover  the  specific  gravity  ol  dry  blocks,  which  should  bM 
be  less  than  2.45  at  aS'C,  (77'F,)  and  the  peroentage  of  abaorplioB  of  water  of  the  blMki, 
after  being  dried  (or  34  houra  at  a  temperature  of  eS'C.  (t4B'P.).  ahould  nol  be  more  Ihu 
1  per  cent.  sFter  imnienion  in  water  tor  7  days.  The  btoelu  should  be  about  5  in.  in  aidth 
and  12  in.  in  length,  and  2.  2ii,  ar  3  in.  in  depth,  depending  on  traffic  eondilion*. 

<?onih'uc(ian,— The  blocks  should  be  laid  on  a  Fresh  ^S-in.  mortar  bed  which  cothi  > 

they  are  filled. 

BITUMlnOUS  CON  CRETE  PAVBHB)TTS> 

CJutnylcofiun.— The  principles  to  ho  covered  in  drafting  ipedficationa  for  bituminixit 
concrete  pavements  will  be  grouped  under  the  three  classes  into  which  these  panteUil' 
geoeraliy  may  be  divided.     These  classes  are  descritiod  ■*  fallows: 


p 


BITHUinOITS  CORCRETE  PAVEMENTS,  CLASS  A 

Mi-irral  Aear'i/"'—iiri,kei\  alone,  bec.aiae  u{  Ihe  BrntialiKlory  bonil  k 
eJ  wberever  pouible,  sLthoufh  bituDunoui  concrclcg  coiutrui^tnd  wich  iri 
liituptoty  for  liitht  traffic  where  great  e»fe  hu  been  uken  in  the  .elect; 


.a  the  I 


If  the  ] 


I  elena.  rouih-eurfftOM 


angled.  < 


EapeeiKi  rut  u  required  in  draftini 

>ith  the  rolloHing  mechanieai  Bnalnia,  tuinf 
nili  produce  laliifiictory  ceBulU:    All 
thiiii   10^  nor  log  thui  I  T*  shill  be  r 


>  computed  of  thoee  ir 


1(11(1.— EipcrJBnce  baa  dtoioiuilratcd  that  the  moel  eflicarioui  bituimnoui 
U  nf  Clain  .4  Hre  constructed  by  usiDg  euitable  asphalt  comEnts  or  refined 
Liid  asphalt  eements  lor  m!  ouala.     Satiifaetory  rsaulU  oil!  be  lecund 


ntl!  thoroughly  dry  to  between  6e'C.  (ISO'F.)  and 
liould  be  taken  to  eniure  uniformity  of  hpallni  and 
ituminoug  material  which  ihauld  he  lufGcient  to 

trature  between  laS'C.  <275'F.I  and  1T7*C.  (350'F.),  and  refined  lara  to  a  tcm- 

*t»een  Ba'C.  (300'F.)  and  135'C.  «75"F.). 

—The  quantity  of  IrituniiDoiu  oement  to  be  used  in  the  mii 


velu 
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rlimalio  DDndltioiu. 
The   Uluminoiui 


thoroughly  coatod  and  unffarm  miituia  of  non-i 
'ide  (or  the  heating  of  the  aggregate  by  the  uee  of  a  flame  in  the  miiini 
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landem  roller  weighing  I 
3lal  CdiiI.— A  aeal  col 


Siperience  haa  demonaCrated  that  a 
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.hould  coasiBt  o(  from  (.,  (o  1  1.1 
prohrmbly  by  the  me  of  ■  hand-di 
cemcnl  ihould  be  covered  with  i 
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rawn  diitributor  foUowEd  by  ■  iqu 

which  should  be  n[M. 

Loui  ooncrole  of  Ihia  lype  ihould  o 
1  loiier  Ihun  lO'C.  (50"P.|,  u  othe 

ot  be  mind  or  Uld  -bin 
r»i«  it  i.  difficult.  und« 

BITUMIKOUS  CONCRBTB  PAVEMENTS.  CLASS  B 


BITUHIHOHS  CONCRETE  PAVEMENTS,  CLASS  C 
Thii    type  includei  the  Bo-oallcd  "Topelu"  mixture,  tnd  Kverkl  kindi  of  patented 
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BITDUINOUS  HACADAH 

Mali'iaU.—The  broken  atone  should  b<^  of  a  qiial 

stone  roadi,  and  ahould  have  the  same  chaise teriitici 

naphalt  or  refined  tar, 

Cnnilrurlion —The  I 

:  apptieable  Il>  I 

iirsi^,  botl 
it  ii  dai 


rolling  ol  t 


iplea  relatiOE  to  thickneu  applicable  to  a  broken  «toae  road  trp 

linouA  macadam  pavementa,  and  thorough  rolling,  including  t}if 

1  alter  the  spplieation  ol  the  bituminous  malnul. 
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iebypi 
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0  binder  .hould  cover  the  stones  ol  the  lo.m  courB 

when 
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ine.     The  quantity  per  ■ 

iquare  yard  e«nnDt  be  prescribed  abaolulely,  df 

pcndii 

and  Biie  ol  stone  used,  but,  in  geDeral.  the  appLa- 

tion  oi 

I  1  gal.  0. 

r  Iru  to  the  nu^e  yard  fo 

isade. 

The 

use  of  1 

peiatuie  ihoitld  Dot  be  lower  than  lO'C  (SO'F.)  during  appliuCioD. 

In  order  to  seizure  a  proper  lurface,  the  covErini  milerial  ihould  pn 
tbe  crusher  produot  puiioE  over  ■  >i-iii.  Bercen  and  Ihrough  a  ^i-iii.  ecnei 
however,  may  b«  uiad  for  covering  if  a  ilippery  lurfaoa  i*  not  objectioaa 
materinl  puging  tfirough  a  lO-mnh  lievo  ihould  be  avoided. 

Tbe  uae  of  a  bituminoui  DistBrial  by  no  meaoa  JusCiGn  nuy  lack  of  a 
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Ib  quality  ol  road  metal  be  used. 
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obtaioed  by  thoroughly  removing  with  broom 
thai  may  have  been  applied  or  accumulaled 
caiea,  should  be  applied  by  a  preuure  diitributo 

aod  on  the  ihoulder  far  enough  to  protect  It 
terial  ahould  be  applied  only  after  (he  lurface  1 


The 


iient  ie  to  ba  applied  should  be 
iken  stone  road,  the  appUcatioD 
urie,  luch  eipoeed  surface  beiag 
1  ths  binding  material  or  duit 


ial  wit]  he  spmad 
£0  or  more  than  75  lb.  per  eq.  in. 
d  over  the  outaide  cdgeg  of  the  tolled  metal 
e  edges  of  the  metaled  Burfaae.     The  raa- 
las  been  thoroughly  oompacted  by  traffic  or 


» applied  it  ihould  bi 


BRICK  PAVEMENTS^ 

CiuMon  Caartt.—la  the  cage  of  brj<:k  pavementa,  Che  brick  being  of  uniform  liu,  Bumcjent 
resiliency  irill  be  aeeured  by  the  use  of  a  sand  ouahion  I  in.,  or  even  slightly  lew,  in  depth, 
provided  the  depth  ii  uniform  and  the  lurtace  oi  the  concrete  foundation  1b  truly  parallel 
with  the  finished  pavement;  and  if  the  variatiaD  in  the  depth  of  the  brick  do«  not  exceed 


ently  \, 
bedded  in 


,  eee  "General  Con- 
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in  ■  monolithic  itrantarc  lesa  e«p*ble  a[  ubiorbini  shack  tliin  »  the  ««e  where  ■  UDd  « 
biluminoiu  cuihlon  ii  iDtcoduoed  bctwMo  tbn  Keuiag  guHace  sud  the  loUDdstioii.    A 

DODcrete  lound&IJaii  in  made  ■ufficientl]'  laiaolh  uid  regulu  in  contour. 

l/oftriii/i. — Thf  quality  of  the  brick  ihould  be  determinni  by  phyiical  t»U.  Tbi 
method  at  makinE  the  rittllcr  tNt  Kdopted  by  the  Amcricaii  Society  for  Testing  MitnUli 
<■  approved  by  the  Committea.     Thia  teal  will  ludlcate  tba  touchnera  and  reaiiUDB  In 


«rly  n 


.  of  V 


w  of  a 


la  may  mare  readily  be  made. 
iminrtant.  and  vnrlatiuiu  in  depth  ahould  be  kept  Hitbin  the  narroweit  Umita. 

Cerulritclian. — The  hricka  ihould  be  laid  in  atraigbt.  cDUnea  at  right  nnilr*  to  the  an 
of  the  roadwayt  although  at  inleraectiuna  they  may  advantageouaty  be  laid  in  dlafwal 

in  width  and  of  auffideiit  ftidth  only  to  permit  a  6ller  to  reach  the  bottom  of  the  joiDU 
LUE  hricka  have  the  adranlage  of  inauring  luob  uniform  width  with  ordioBry  can  in  layiac 
If  a  aand  Duahiunia  uied,  (real  care  ihould  be  taken  to  avoid  any  dial urbuiee  □(  thetuiflH 
of  the  cuahion  alter  it  hai  been  brought  to  true  grade  by  uiiog  a  template.  If  bedded  id  i 
Diorur  or  biluminoui  cuihlon,  the  brick  ahoutd  be  bedded  so  that  the  lurfacr  will  be  h 
true  ai  pooible.  In  all  caiin  the  brick  after  being  laid  aliDuld  be  brought  to  a  true  aid 
even  lurCace  by  the  uae  of  a  roller. 

STONE  ROADS' 


laboral 


L  S),  tind  a  toughneu  of  not  Ine  than  G. 
The  broken  atone  should  be  •eparated  into  component  aiiea  by  pauing  the  product  of  Itt 
nuaber  over  rotary  gcreena  having  circular  openinga,  the  diSerent  giiee  of  etoDe  being  ml- 

which  the  cruet  ia  to  be  laid.     If  a  O-in         ~ 


in  thicku 
the  amali' 


aSJH 


a,  (he  I 


In 


a.  if  the  | 


raLly  hi 


le  ahould  be  a| 


^  in  the  upper  coune  or  counea,  each  soune  being  ipread  in  luch  masan 
be  uniformity  in  its  deualty.     Such  uniformity  ia  accompljabed  by  ipretdiu 
from  pilea  dumped  on  boarda  or  alongaide  the  road,  or  by  automatic  spreading  wiioa'' 

The  produot  pawing  through  a  >»  to  }i-in.  acreen  ihould  be  used  u  a  binder,  and  on  Iw- 
eourae  work  ihould  be  applied  on  the  top  course  only,  whereas,  on  the  threc-ruurac  wat. 
the  second  coune  ahould  be  lightly  covered  with  this  material. 

Product!  o(  broken  itons  obtained  from  portable  and  stationary  stone-eruiluDi  >ik1 
aoreenings  planta.  though  complying  with  a  given  spedficatioo  ol  the  type  now  DrdiDiHlj 

land  of  rook,  type  and  method  of  operation  of  crushing  planta,  methods  of  separabofi  ^ 


(nine 


rale  of  o; 
xlully  dn 


lof  ic 


of  whloh  a , 

riven  product  o 

by  Table  3, 

.  mechanical  ai 

ict.  passed  ove 

through  a  » 

It  is  obvi 

Dua  that,  for  n 

greater  cart 

I  must  be  used 

The  Commi 

of  apecific. 

liona  lor  Certn 

covering  the  liiei  of  the  puliclH 
ereening  plant  is  composed,  ia  il]asmI>J 
yiea  of  two  products  obtained  from  the  same  plant,  both  of 

ly  forma  of  oonitruction,  in  order  to  lecure  successful  f»»all* 
1  the  writing  ol  speciBcationi  for  producU  of  brokea  naf 
the  general  uie,uaoDB  ae  practicable,  of  the  "  Standard  Font 

Commercial  Grades  of  Broken  Stone."  as  reeomniefided  b) 
irao  t^wiety  tor  Tcsliag  MaleriaLs.  in  iti  IfilS  Report 

of  trade.  Drown,  artiBcial  foundadoD.   eto.,  ae*  " 
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Paasing    K-in*  screen 

PaasiQg  M-in.  soreen  and  retained  on  K-in*  screen. 
Passing  ^'in.  screen  and  retained  on  H-in.  screen. 
Passing  1-in.  screen  and  retained  on  ^^-in.  screen. 
Passing  IV^-in/soreen  and  retained  on  1-in.  screen. 
Passing  IH'in*  screen  and  retained  on  ly^-in.  screen. 
Passing      2-in.  screen  and  retained  on  l>i-in.  screen. 


Sample 

••A," 

percentage 

Sample 
percentage 

0.3 

0.2 

0.4 

1.1 

2.2 

12.6 

8.0 

37.6 

29.1 

40.9 

27.1 

7.7 

32.9 

0.0 

100.0 

100.0 

The  broken  stone  shall  consist  of  one  product  of  the  operation  of  a  stone-crushing  and 
screening  plant,  without  re-combining  or  mixing,  and  shall  conform  to  the  following 
mechanical  analysis,  using  laboratory  screens: 

Passing in.  screen  (having  smallest  holes  selected)  from to 

per  cent. 
Passing in.  screen  (having  next  to  largest  holes  selected)  from  to 

per  cent. 

Passing in.  screen  (having  largest  holes  selected)  from to 

per  cent. 

In  this  form  of  specification  an  attempt  is  made  to  cover  in  the  mechanical  analysis  only 
the  limits  of  the  smallest  and  largest  particles.  No  attempt  is*  made  to  secure  a  carefully 
graded  aggregate,  but  simply  a  product  suitable  for  the  type  of  road  or  pavement  in  question. 

An  engineer  should  base  the  selection  of  screens,  to  be  used  in  the  specification  for  a 
given  product  of  broken  stone,  on  the  results  of  mechanical  analyses  of  many  similar  prod- 
ucts obtained  from  portable  and  stationary  crushing  and  screening  plants  which  supply 
the  locality  in  which  the  specification  is  to  be  used. 

ConUmdion. — Each  course  of  a  broken  stone  road  should  be  thoroughly  rolled  with  a 
roller  weighing  from  10  to  15  tons,  the  rolling  being  done  first  along  the  sides  and  gradually 
approaching  the  center,  and  being  continued  until  there  is  no  movement  of  the  stone  ahead 
of  the  wheels  of  the  roller. 

The  binder  should  be  used  on  the  top  course  in  such  quantity  that,  after  alternate  spread- 
ing of  binder  and  watering,  with  continuous  rolling,  the  voids  become  so  filled  as  to  result 
in  a  wave  of  grout  being  pushed  along  the  surface  by  the  front  wheel  of  the  roller. 

After  the  completion  and  binding  of  the  top  course,  a  thin  layer  of  screenings  or  stone 
dust  should  be  applied  to  the  surface  in  sufficient  quantity  to  cover  it  evenly. 


CBMBNT-CONCRBTB  PAYBMBNTS^ 

General. — A  thickness  of  from  5  to  8  in.,  as  stated  in  the  general  principles,  may  ordinarily 
be  considered  sufficient  for  a  concrete  slab,  and,  if  it  seems  advisable,  from  motives  of 
economy,  the  thickness  may  be  diminished  from  the  center  of  the  slab  to  the  edges.  Special 
conditions  may  call  for  variations,  even  outside  of  the  limits  given.  The  character  and  the 
drainage  of  the  sub-grade,  its  probable  stability  as  a  foundation,  as  well  as  the  nature  and 
amount  of  traffic,  are  some  of  the  factors  which  enter  into  the  rational  determination  of  the 
thickness  of  the  slab. 

MaUriaU. — The  cement  should  be  tested  by  the  methods  recommended  by  the  Special 
Committee  on  Uniform  Tests  for  Cement*  of  the  American  Society  of  Civil  Engineers,  and 

*  For  discussion  of  rates  of  grade,  crown,  artificial  foundation,  joints,  etc.,  see  "General 
Conclusions,  page  439." 

«,rron«.  Am.  Soc.  Civ.  Bng.,  75,  (1912),  p.  666. 
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[TBgBtB  is  in  neneral  that  whioh  ii  graded  Uirly  unUarmlr  [roa 
DTH,  dowowud,  but  not  more  than  5  per  canl.  ahould  bcafiBtt 
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liDs  should  be  c1 

nd  frm  from  oil,  alkaU,  or  vegetable  m«tter 

aidered  aa  thoae  for  any  other  Dlaaa  of  atruRtural  work  m  concrete.     It  ia  importaat  Iheybi 

ing  out  of  ahape.     Pattkular  cars  ahould  be  taken  to  keep  the  forma  tight.  lo  that  \ni- 

coane  aggregate  along  the  edges  of  the  roadway,  may  be  eflecUvely  prevented.  The  cOD- 
Crete  ahould  be  depoailed  rapidly  on  the  lub-grade  to  the  required  depth  and  lo  the  eoDi* 
width  of  the  pavemeut.     It  ta  better  to  bare  (he  aurfaee  of  the  rolled  and  Gnished  lub- 
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le  portiona  to 
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of  aaad-day  ahould  be  eicarated  to  a  sufficient  depth  k  that  the  earth  remnved  and  placed 
on  the  ahoulder  of  the  road  will  give  the  right  alope  to  the  ditchea.  The  depth  of  eicavation 
■hould  be  from  1h  to  3  in.,  dependiog  on  the  width  of  the  road  between  ditches.  The  clay 
■oil  ahould  then  be  plowed  to  a  depth  of  3  or  3  in.,  after  which  about  4  in.  of  aand  ahould  be 
apread  evenly  over  the  aurface  and  thoroughly  worked  in  with  a  diak  harrow.  Then  i  in. 
more  of  aand  aliauld  be  added  and  hvrowed.  During  a  rain,  the  aand-olay  miiture  ahould 
be  thoroughly  harrowed,  and  after  the  rain  the  roadway  ihould  be  dragged  into  ahape. 
ConilrurUim  of  Saml-Clau  KoaJi  an  dnnd  ^ab-ioil.-^n  a  practirally  Sat  roadbed,  a  layer 

clean  land  ihould  then  be  apread  over  the  clay,  and  the  roadway  thoroughly  harrowed. 
The  roadway  ahould  be  ahaped  up  with  a  drag,  and  during  a  rain  it  ahould  be  agoin  harrowed. 
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Maiaial,  and  Conxruclion.— The  method  of  Ircmting  IhB  Envel  lU>U  tnar  nrf  tna  lie 

KrnVEl  through  the  criuhcr  before  ■creeiiiiiK.     In  general,  we  may  lepukte  (rmnl  nail* 

Fint.  thoM  in  which  (he  gravel  b  acreeaed  md  applied  in  the  Bsme  miiDHer  u  with  ■ 

brnkea  stoQC  rosdwiy.     Tliii  may  be  with  or  without  ariuhing  the  gtivrl. 

Second,  thoec  in  which  the  gravel  ii  applied  to  the  roadway  in  its  natural  atat*  ai  found  in 

the  pit,  with  or  without  the  addition  □(  other  material,  or  the  natural  maUrial  m»  !■ 

paswd  through  the  cruiher  before  application  to  the  roadway. 

In  the  Erst  case,  with  rounded  gravel,  the  lendeney  toward  dijlodgmiDl  under  traffic  it 

greater  than  with  ancuUr  broken  stone,  and  hencB,  in  order  to  reduce  thi»  tendency,  Ikr 

die  of  the  piecca  in  the  rounee  of  the  roadway  must  be  Bomewhat  iniaUer  with  gra>»l  ttu 

In  the  Hcond  case,  the  selection  of  the  materi»I  will  be  governed  by  the  gravel  aviilibk 

in  the  locality  where  the  roadway  ia  to  be  couatrucled.     Every  endeavor  ahould  be  madi 

to  aelect  .  material  that  will  ahow,  by  leala.  ita  fitneM  aa  regard,  hardneaa,  toughflea,  ud 

cemeDling  power.     The  gravel  should  show,  on  meehanica]  analyus.  a  grvting  of  malcTiil 

which  will  contaiu  lufficieut  atone  of  the  larger  aiie  to  inaure  alability  and  wearing  qualilia 

under  traffic,  and  which  will  cpolain  auffioienl  finer  material  to  iniure  a  proper  hond.    Tbt 

Though  the  iDDBt  available  material  will  have  a  wide  range  as  to  aiiea,  the  CommilUt 

believes  that  the  fgllowing  tpeciBcallon  for  aiiea.  adopted  hy  the  American  Sodell  of 

Munifflpal  Iniprovomenta  in  IBlfl.  may  bo  followed  aatcly; 

"Two  miitures  of  gravel,  aand.  and  elay  ahaU  be  uaed.  hereinafter  dwignated  Id  thw 

apeeification.  aa  No.  1  product  (for  top  oourael  and  No,  2  flrodgct  (for  middle  and  boilom 

"  No.  1  product  aball  coniisl  of  a  miiture  of  gravel,  land,  and  elay,  with  the  proponiDU 

of  the  varioua  aiiea  a.  foUowai  All  to  paaa  a  IH-in.  acreon  and  to  have  at  laaal  flO  aiul  d« 

more  than  75  per  cent,  retained  on  a  J-i-in.  acreen;  at  Icaat  BBand  not  more  than  7S  per  cell 

of  the  total  coarse  aigrBgate  (material  over  >i  in.  in  siie)  to  be  retained  on  a  «,-in  Ktew; 

at  leaat  B5  and  not  more  than  85  per  cent,  of  the  total  fine  aggregate  (m.tuial  under  V,  la- 

in siae)  to  be  retained  on  a  ZOO-meeh  lUve, 

"  No.  2  product  ahall  coniiat  of  a  miiture  of  gravel,  aand,  and  clay,  with  the  propoilitfu 

of  the  variou.  liiea  aa  follow.:  All  to  pan  a  2>i-in.  acreen  and  to  have  at  leait  00  ud  not 

more  than  TS  per  cent,  retained  on  a  >(-in.  acreen;  at  least  2S  and  not  more  than  75  per  oal. 

of  the  total  coane  aggregate  to  be  retained  on  a  l-in.  ureen;  at  leaat  65  and  not  raort  than 

83  per  oent,  of  the  total  fine  aggregate  to  be  retained  on  a  aOO-roesh  aieve." 

With  grave]  such  a  quarts,  the  cemeatatioa  of  which  ia  low,  a  highly  cementilioui  tud 

filler  ia  deairable.  and  a  moderate  quantity  of  clay  or  loam  may  be  permiuible. 

A  more  generoui  use  of  gravel.  e«pcoially  in  the  aurfaeing  of  earth  roada.  ahould  b«  ra- 

CDursged.     The  low  flrst  coet  and  ease  of  maintenance  should  help  malerially  to  Inereue  tin 

In  drafting  specificationa,  the  refinemonta  to  bo  used  in  the  mrthoda  of  conetruetiim  "iD 

depend  on  the  kind  and  amount  of  traffic  to  be  sustained,  the  character  and  quoUiy  of  gtanl 

to  be  secured  in  that  particular  locality,  and  other  local  conditions.     Generally,  huiaaini. 

eeonomical. 

SHEET -ASPHALT  PAVKMEMTS' 

Omtral,— A  sbeet-aaphalt  wearing  course,  consisting  of  predetermined  graded  aand.  «11«, 

and  aaphalt  cement,  ahould  be  laid  to  a  compacted  tliickneas  of  not  1»b  than  IH  in.  shIhI 

more  than  2  in.,  on  a  binder  course  of  bituminous  concrete  conaistiog  of  broken  slase  w 

broken  stone  and  sand  niiied  with  asphalt  cement,  the  binder  conrae  having  a  conK^nrd 

thicltneu  of  not  less  than  1  in.  nor  more  than  IH  in- 

Molmol..— For  heavy  or  medium  traffic,  the  ao-ca!led  close  binder  should  be  used,  la- 

stead  of  the  open  binder,  as  the  former  poaseasea  grestet  inherent  stability  than  the  laOH- 

Specification,  for  the  grading  of  open  binder  ehould  be  similar  to  those  for  the  aggregaU  '* 

% 

■  For  diacussion  of  rates  of  grade,  crown,  wtificial  foundation,  etc.,  see  ■'Oewtal  (>*■ 

cluaiona."  page  43U.                                                                                                                 ^^Hl 
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Ninety-five  per  cent,  of  the  binder  aggregate  shall  pass  a  screen  having  circular  openings 
the  diameter  of  which  shall  be  of  three-quarters  the  thickness  of  the  binder  course  to  be  laid. 
The  remaining  5  per  cent,  shall  not  exceed  in  their  smallest  dimension  the  thickness  of  the 
binder  course  to  be  laid.  The  binder  aggregate  shall  be  graded  from  coarse  to  fine,  so  as  to 
have  the  following  mesh  composition: 


Passing  10-mesh  sieve 15  to  35  per  cent. 

Passing  H-ip*  screen  and  retained  on  10- 

mesh  sieve 20  to  50  per  cent. 


Total  passing 
>i-in.  screen, 
35  to  85  per 
cent. 


The  sand  for  the  wearing  course  shall  be  carefully  graded.  For  pavements  to  be  sub- 
jected to  medium  or  heavy  traffic,  there  should  be  a  preponderance  of  the  finer  particles: 
and  for  pavements  to  be  subjected  to  light  traffic,  there  may  be  a  preponderance  of  the 
eoarser  particles.  Specifications  for  a  sand  for  wearing  courses  to  be  subjected  to  medium 
or  heavy  traffic  should  be  similar  to  the  following:  The  sand  shall  be  hard,  clean,  and  mod- 
erately sharp.     On  sifting  it  shall  have  the  following  mesh  composition: 


Passing  200-mesh 0  to    5  per  cent. 

Passing  100-mesh  and  retained  on  200-mesh 10  to  25  per  cent. 

Passing    80-mesh  and  retained  on  lOO-mmh 6  to  20  per  cent. 

Passing    50-mesh  and  retained  on    SO-mesh 5  to  40  per  cent. 

Passing    40-me8h  and  retained  on    50-me8h 5  to  30  per  cent. 

Passing    30-mesh  and  retained  on    40-me8h 5  to  25  per  cent. 

Passing    20-mesh  and  retained  on    30- mesh 5  to  15  per  cent. 

Passing    lO-mesh  and  retained  on    20-me8h 2  to  15  per  cent. 


\ 


Total  passing 
SO-mesh  and 
retained  on 
200-mesh,  20 
to  40  per  cent. 

Total  passing 
lO-mesh  and 
retained  on 
40-me8h,  12 
to  45  per  cent. 


The  filler  should  be  thoroughly  dry  limestone  dust,  or  dust  from  other  equally  satis- 
factory stone,  or  Portland  cement,  the  whole  of  which  should  pass  a  SO-mesh  sieve  and  at 
least  66  per  cent,  of  which  should  pass  a  200-mesh  sieve.  The  surface  mixture  should 
contain  from  6  to  20  per  cent,  of  this  filler,  depending  on  the  kind  of  sand  and  asphalt  used 
and  the  traffic  conditions  on  this  street  or  streets  to  be  paved. 

The  specifications  should  contam  detailed  requirements  covering  the  physical  properties 
of  tne  aspnalt  cement,  and  should  prescribe  the  bitumen  content  of  the  binder  course  and 
sheet-asphalt  wearing  course  mixture.  For  the  grading  mentioned,  the  bitumen  should  be. 
for  the  close  binder,  from  4  to  7  per  cent.;  and  for  the  sheet-asphalt  wearing  course  mixture, 
from  9.5  to  13.5  per  cent. 

ConttrwAion. — The  broken  stone  for  the  binder  should  be  heated  to  a  temperature  be- 
tween 107*C.  (225'F.)  and  177'C.  (350'F.).  The  sand  when  mixed  with  the  asphalt  cement 
should  have  a  temperature  between  135*C.  (275*F.)  and  lOO'C.  (375*F.).  The  asphalt 
cement  when  used  should  have  a  temperature  between  121''C.  (250*F.)  and  177*0.  (350''F.). 

The  asphalt  cement  and  broken  stone,  or  broken  stone  and  sand,  for  the  binder  course, 
and  the  asphalt  cement,  sand,  and  filler  for  the  wearing  course,  should  be  thoroughly  mixed 
by  machinery  until  a  uniform  mixture  is  produced  in  which  all  the  particles  are  thoroughly 
coated  with  asphalt  cement. 

When  brought  to  the  work,  the  temperature  of  the  binder  mixture  should  be  between 
93*C.  (200*F.)  and  163'C.  (325'F.),  and  of  the  wearing  course  mixture  between  110*C. 
(230*F.)  and  177*C.  (350'F.).  The  binder  course  and  the  wearing  surface  should  be  com- 
pacted separately  by  rolling  with  a  self-propelled  roller  weighing  not  less  than  200  lb.  per 
inch  of  width  of  tread,  the  rolling  being  carried  on  continuously  at  the  rate  of  not  more  than 
300  sq.  yd.  per  hour  per  roller  until  a  satisfactory  compression  is  obtained.  Excessive 
oae  of  water  on  the  steam  roller  while  compacting  the  courses  of  the  pavement  should  not 
be  permitted.  During  the  rolling  of  the  wearing  course,  a  small  quantity  of  Portland  cement 
should  be  swept  over  its  surface.  In  cases  where  sheet-asphalt  is  constructed  next  to  the 
curb,  it  is  advisable  to  coat  the  surface  for  a  space  of  12  in.  next  to  the  curb  with  hot  asphalt 
oincnt. 
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STONS  BLOCK  PAVEM 

IKTS,                                           fl| 

H                         MaleriaU. 

-The  Hone  pavemenU  of  thie  country  an 

geoemlly  of  granite  or  aandW^^ 

■                     the  psrliculs 

kind  being  deUrniin 

Bd  by  the  availability  of  the  different  materiaU.     Lime- 

■                             ftoOfl  is  UB«1 

to  ■  certain  eilenl  i 

but  so  ilightly  that  it  need  not  h. 

H                     DoiMidFKd. 

makp  a  good  paving 

look.  etoDe  ihould  h 

a  chsractrr  a.  to  be 

easily  broken  into  r 

egular  shape*.     Toughneai  ii  more 

an  hardnne,  a.  i»  .e 

h  as  ia  generally  uied 

t  SB  imporUnt  ai  Ih 

t  the  wear  shall  be 

uniform,  so  lh.i  the  aurface  o(  the 

H                          The  chars 

h  that,  though  it  do 

1  wear  imoolh.  it  i.  never  alipperj: 

nite.  il  the  atone  i>  t 

o  hard,  even  when 

o  particular  weal  ie  noti(«d  under 

H                       traffic,  the  b 

nooth  and  aUppery, 

snd  the  harder  the  Manr.  the  more 

■                               slipPBrlr  it  b 

■                           To  mske 

uitable  psnng  block. 

granite  ihould  be  a 

medium  and  uniform-grnined  stone. 

■                       of  euch  B  ch 

iracter  that  when  bro 

ken  il  mil  present  a 

mooth  snd  even  surfsces,  sad  have 

H                       a  percentage 

of  wear  of  aot  more  ti 

■                       %  cruihinE  s 

rcDgth  of  not  Iru  tha 

M,000  lb.  per  eq.  i 

ehould  b<  hard  and  t 

ugh,  and  of  a  chars 

iccpt  aa  to  onuhing  >li 

ength.  which  should 

be  not  less  than  la.OOOlb.  »t  iq.  u. 

comparatively  I  mall  blocks,  and  ai  thii  'a  done  by  ei- 

■                       p«»ivB  bbc 

r,  the  aiie  of  tho  hlo 

eka  U  extremely  im 

porlaot.     Probably  the  ideal  aiwd 

be  8  in.  long,  3H  in 

ncrat  eonditlons,  fi  in.  deep,  but  if 

blocka  wers 

tty  to  these  dimeni 

mmivB,  BO  that  it  la  oonaidsred  (ood  practieB  to  allow  variationa  in  length  Iroai  8  to  12  in.. 

In  width  fro 

n  3>i  to  4].,-  in,,  and 

a  depth  from  4'i  to 

5M  1",.  and  on  Ught-trafBc  streets, 

where  oerU 

atone  pavement  del 

irable,  an  even  leas  depth  may  be 

permitted. 

id.  the  blocks  may  b 

e  a  little  wider,  as  far  aa  use  b  con- 

block.,  howerer,  .ho 

Id  be  Borted,  ao  the 

t  the  adjacent  cqutk*  can  br  kept 

a.  nearly  un. 

form  in  width  aapoau 

ble.     Under  DO  oircu 

dinerant  wid 

tha  be  uaed  in  the  n 

ma  cDurH.     The  bio 

ck.  should  be  dreued  so  that  they 

will  Ua  with  doee  joint.,  and  have 

good,  imooth.  snd  e 

Another  I 

>rm  of  atone  block  pa 

vement.  uaed  to  loir 

e  extent  in  Europe,  and  which  hs. 

recently  b™ 

introduced  into  th  la 

-  Durai"  in  England  and  «  "  Klein^ 

ptlHtrr"  in 

Germany.     It  conditj 

of  btoeks  approiioi 

.ting  oubea  23-i  to  *  in.  in  site,  al- 

though they 

■hould  not  be  eiaetly  oubical;  they  .hould  be  auffieiently  irregular,  both  Id 

es  of  comparstively  imsll  radii  and 

•o  that  the  J 

int.  will  not  be  eieess 

vely  large.     By  lay 

□r  the  joinu 

il  parallel  to  any  line 

of  traffic. 

In  Eufops 

these  blocks  are  used 

where  the  tr 

cadam.andtoBome 

need  b  thia  country 

road..     The 

y  have  been  u»d  to  a 

slight  cslent  in  pav 

nients  in  some  Southern  cities. 

During  th 

pavements  have  bee 

n  laid  with  graulla  block,  made  by 

.putting  up 

old  one*  which  had  b« 

an.     With  block*  that  ranged  from 

4  to  S  in.  in 

width.  10  to  12  in.,  a 

dtven  Uiu.,  inle 

gth.  and  S  in.  in  depth,  it  has  been 

found  poiuble  to  get  many  gooi: 

blocks  of  smaller  » 

le  by  cutting  them  up.     The  new 

blodke,  bEin 

small,  could  be  out  I 

a  reasonably  true  a 

rfac«  without  much  work,  with  tha 

r*.ult  that  the  old  hlooka  reout  w 

uld  actually  Uy  mo 

e  eg  u  are  yards  in  a  pavement  than 

the  original 

to  be  commended 

both  on  the  score  of  economy  and 

reaiilt. 

and  CM*i(m.— It  il 

SMumed  that  the  fo 

'ariation  in  toe  depin  of  the  blocks,  tha  thinner  can 
.  used  for  this  purpose  is  sand,  but  recently  engineer. 
jwn,  artifidal  roundktion.  joint*,  et«..  Me  "Omtni 
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uUwl.     The 


ciuhion  could  ba  provided,  it  nould  probably  be  more  eatiefHctory  than  eithnr  tha  mortar 
or  Ibe  sand,  but  it  ia  qunlioaatilE  if  the  advaDtage  (sined  vould  jiutify  tha  increau  in 
»peniK.     (See  alio  Brick  PavenienU.] 

CmKruclVon.— The  bloska  ahould  be  bid  on  the  ciuhion  atone  to  itone,  keepinf  the 
loinU  u  small  u  powibte.  The  joiiite  ghould  bo  filled  with  »B[e>proof  material.  For  thii 
purpose  a  Portland  cement  btouI,  uphalt,  or  some  other  biluminoit,  filler  ie  f 


iolU 


iglhf 


All  Ihege  Sllerg  gi' 
Token  in  ti 


withct 


them  up,  Hod  it  ig  difficult  to  c 
Irom  the  individual  blocks  and  alio  to  keep  the  traHic  from  the  cut  or  paid 

grout  filler  is  that  it  ia  highly  iupurtint  that  it  be  perfectly  set  before  tra 

sfter  it  is  laid,  for  the  necesisry  lenith  o!  time. 

WOOD  BLOCK  PAVEMBHTS> 

Of  the  street,  as  thia  nuteri&l  undoubtedly  presents,  unde 
peiy  aurlace  to  traffic  than  any  other.  Wherever  the  Ic 
silow  the  water  to  run  o9  freely,  the  crown  ihould  be  vi 
roadway  widtb  of  30  ft.  On  streets  which  must  he  used  c> 
allowed  should  not  exceed  2  per  cent.,  although  on  residence  streets,  whe 
be  avoided  when  they  are  eicoptionally  slippery,  grades  up  to  3  or  4  | 
missible.  Id  the  Middle  West,  when,  as  a  rule,  there  la  l«a  moistur. 
ordiuary  eonditioiu.  the  faregaing  grades  have  been  exceeded  with  gatiit 
Kindt  of  Wood  for  BlocJu. — Whatever  the  kind  ol  wood  used  for  pavei 

those  that  are  undoubtedly  good  are:  ^uthem  yellow  pine.  Douglas  fir,  ti 
pine,  hemlock,  and  black  gum.  In  the  East  and  Central  West.  Southern 
on  the  Pacific  Coast,  Douglas  fir.  are  generally  used.     E.periments  wil 


ihould  be 

■giv 

an  to 

the  crown 

-rtsm  coi 

iriiti. 

itudin.1  t 

iffirient  to 

flat,  not 

tedmg 

3  in.  in  a 

inuoualy. 

the 

maaii 

num  grade 

The 
edged,  free  from  ui 


sound,  I 


nufac 


»  hollow  knola.  knot  holes,  worm  holes,  and  other  detecta, 
Bueh  aa  shakes,  checks,  etc.,  that  would  be  detrimental  to  the  btoeka. 

Thanumberof  anauatriogain  the  1  in.  which  begins  I  in.  from  the  pith  of  the  btockshould 
not  be  leas  than  a.  meuured  radially,  provided,  however,  that  blocks  containing  between  fi 

wood.  In  ease  the  block  does  not  contain  the  pith,  the  I  in.  to  be  used  shall  begin  I  in. 
kvay  from  the  nog  which  is  nearest  to  the  heart  of  the  block.  The  blocks  in  each  charge 
■ball  contain  an  average  of  at  least  TO  per  eeat.  of  heart  wood.  No  one  block  shall  ba 
•eeepted  that  contain*  teaa  than  60  per  cent,  of  beirt  wood. 

^isco/filocitt.— The  blocks  ahoiild  be  from  fito  ID  in.  long,  but  should  preferably  average 
tm  times  the  depth.  The  Committee  recommends  blocks  4  in.  in  depth  tor  very  heavy 
tralBo  stneU:  blocks  3>i  in,  in  depth  tor  moderate  tn.ma  .treets.  For  light  tralEc  «treela 
3  in.  in  depth  may  be  used,  but  where  3-in.  blocks  are  used,  do  bloeks  should  be  longer  than 
8  Id.  Thay  may  be  from  3  to  4  in.  in  width,  but,  in  any  one  city  block,  all  of  them  should 
ba  oo  uniTorn  width.  A  variation  of  h  s  >n  ihouid  be  allowed  in  the  depth  and  )i  in  in 
■idlh  ot  the  bloeka  from  that  apscified.  In  all  caeca  the  width  should  be  greater  or  lew  than 
lh(  depth  by  at  least  H  in. 

""  afar  Wood  Bhckt  —Many  different  malerials  have  been  need  in  the  past  for 


le  Com] 


•For 

i 


«beliei 


9  that.  I 


B  of  grade,  orown.  artificial  foon 


.,  aee  "  General  Con- 
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ir>,  howovBT,  tenl  tbat 


ucnl  froj 


oal-ii 


m  liEpt  suble  and  fr 


m  deny,  but  aUo  to  prevv: 

iCihould  be  ol  a  charscler  Ihat  will  reader  the  block*  itablc  and  Free  Itam  deejay,  (or  >■  toog 

tinui  aa  pdhIIiIs.     U  is  probable  tnat  uodfr  the  lram<^  tbat  prevaita  oc  moat  of  tbe  •Itee 

paVEd  with  wood  in  this  country,  if  tl 

pavement  will  laat  from  30  to  35  yean. 

oil  that  U  la  ita«lf  lUblg  and  nil]  remain  in  the  bloeka  a 

It  it  thought  that  a  heavy  cravity  oil  will  do  thb  better  than  one  of  Uiht  Ersrjty.  ai  thr 
former  ia  le»  volatile  and  will  maintain  ita  coDdltion  better  uhile  eipoaed  to  atmoaphrrir 
ohaoiea.  The  Committee  reeogniiei  that  lood  results  have  been  ebtaioed  by  the  uae  of  > 
puje  distitlatc  oil,  and  aho  one  whieh  containa  a  oertain  iiuaotity  at  oaal-giia  tar. 

TriMmrnl  n/  Wood  Block'. —Tbf  timber  may  be  either  air-aeaaoned  or  ireen,  but  ihould 
prctersbly  be  treated  within  3  monllii  from  the  time  it  ii  sawed.     Green  timber  and  leaaoDed 


mber,  h 


eatcd  t( 


r  in  the  i 


should  contain  at  least  ID  lb.  of  water-free  oil  p< 
B  treatment.  The  bloeks  after  treatment  abould  ahow  aaliifactarr 
?rvative.  and  in  all  cases  the  oil  muat  be  diffused  throughout  Ihr 
B  (his,  at  least  25  blocks  shall  be  selected  from  varioua  parta  of  each 

»s  untreated  sapwoud,  the  charge  ihould  be  re-treated.     After  re- 

oeks  after  tcealmeut  should  be  free  (rom  deposila  of  objeetioDshle 
arped.  ciiecked,  or  otherwise  injurrd 


trestment,  should  be  n 
u  Afttr  T!talmtrU.—R\ 
beinc  treated.     If  the 


ected. 

eks  should  pi 


rably  b, 


'inkled  about  2  ds>s 


enable  ( 


street,  for  the  purpus 

and  treatment. 

Conirtfurt.-on.—Thei 
a  cushion.  In  Europ 
bed.  When  this  is  di 
smooth  and  true  to  tl 


-iahly  the  practice  to  lay  the  blocks  directly  on  the  mnnrate 
oessary  that  the  surface  of  the  concrete  be  made  absolutely 


and.     The  Con 
It  a) 


It  beliei 


kt  the  ( 


-ttiUK,  and  the  blocks  should  be  thorouihly  rolled  i 
blocks  should  also  be  rolled  to  a  smooth  surface. 
>itb  a  Jireat  deal  ol  favor  on  the  practice  of  Rnialun 

'  this  method,  and.  if  the  cost  of  producing  a  soj 
Hat  the  method  be  generally  adopted, 
id  closely  and  the  Joints  filled  with  some  suitable  ms 
in  this  country  for  junt  filling:  sand,  cement  grout,  ■ 


abituc 

icier  as  that  used  [or  granite.     If  a  bituminous  filler  is  used,  thi 
red  with  a  thin  layer  of  Gnc  saod.  which  should  be  allawe< 
9  traffic  haa  been  allowed  on  the  street.     The  Committee 
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laid.     If  the  proper  pre^BUtion  is  ti 

bleed  to  mob  aa  eiteot  as  to  be  a  oujsance.  it  sboiUd  be  {Covered  wii 
■urfmcc  DiftleriAl  can  be  Hbeorbed-  After  one  or  t«D  Bpplicatiorti  tbe 
(roDblB. 

DEFimTions 

liita  of  teriiu  of  frequent  use  in  eipreiaion*  reL&ting  to  highway  worl 

■uer  t>r  Bueh  term  or  terms. 

Id  the  lift  giveu  Hill  be  found  some  terms  and  definitions  adapted  by  the  Amerioi 
Society  for  Teatini  Materials  noted  thus',  others  by  thtt  American  Reporters  on  Communlr 
tiou  No.  10  It  the  Third  Intprnstioaal  Road  CoDErega,  designsted  thus  T.  and  other  terr 
and  defioitiauB  which  have  been  proposed  by  the  Committee  on  "Standard  Tests  for  Roi 
Materials"  (Committee  D-«)  of  the  American  Society  for  Testing  Materials,  whieh  ha' 
been  indinated  thus  t-     The  Committee  wishes  to  acknowlediB  here  its  obllcation  for  su 


the  loUowIna 
ay  time  by  a 


«lt. 


rial,  s 


nentiODed  with  petroleums  or  derivatives  thereof .  which  melt  on  the  application  nl  heat,  and 
ifhich  eonsisl  of  a  railtnre  of  hydroenfbons  and  their  derivatives  of  eomplei  strudturo,  largely 

Afphaa  Block  PsiceunI,— <Jne  having  a  wearing  course  ol  previously  prepared  bloalis  of 


d  250. 


but  insoluble  In  paraffin  naphthas. 

XipAollK.—SiniiUr  to.  or  essentially  composed  ol,  asphalt. 

S«M.— ArllSdal  foundation. 

Binitr.—(.\\  A  foreign  or  fine  malerial  introduced  into  the  i 

well  as,  perhaps,  to  aid  in  lis  first  construction.     (!)  The  course, 
frequently  used  between  the  concrete  foundation  and  the  shef 


a  sheet-asphsll  pavement, 
asphalt  mixture  of  graded 


Bitamir.,— ■   A    1 

niiture  r 

live  or  p 

yrogenous  hydr 

ocarhons  am 

1  their 

non-metallic 

derivatives,  which 

may  bog 

liquids.  -• 

'iscous  liquids.  0 

r  solids,  and 

which  a 

.re  soluble  in 

use  as  a  bind 

erhavir 

quaUlie*  whiab  are 

.inly  on  i 

laracUr. 

nn  Prm 

imposed  of  brok 

>ken  sla 

aheU,  with  or  with. 

jul  sand, 

Fori 

tbnd  cem 

imbinat 

ions  thersol. 

orated  loj 

lether  by  a  mi^: 

n«  method. 

Bilnminou,  Ma^tm  Pa 

al.— One 

baviag  a  weari, 

n«  course  of 

maeadi 

.m  with  the 

ation 

1  method 

with  a  bitumino 

us  binder. 

■r>W.— M 

ling  bitumen  as 

an  cHKntial  < 

Liquid  Bi 

Malerial.— t 

ig  a  pe 

netration  at 

unde 

r  a  load  o 

f  50  grams  applied  for  1  sec. 

olmore 

than  350. 

atmi-^li« 

Uattrial. 

.  material  sh 

owing. 

■mperatu 

.der  a  Icmc 

pplied  for  6  . 

.ec.  of  a 

,ore  than  10. 

and  under  a 

load  of  1 

50  gr. 

ama  appli 

ed  for  1  sec.  of  1 

lot  more  thai 

.350. 

w  Svrfaa.—K 
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"ditch,"  but  incorrectly  so,  as  "sutters**  are  always  paved  or  otherwised  tiufaoed,  and 
ditches  are  not. 

Haunches. — The  sides  or  flanks  of  a  roadway.     Sometimes  also  called  "quarters/* 

Highway. — The  entire  right  of  way  devoted  to  public  travel,  including  the  sidewalks  and 
other  public  spaces,  if  such  exist. 

Layer. — A  course  made  in  one  application. 

Loam. — Finely  divided  earthy  material  containing  a  considerable  proportion  of  organic 
matter. 

Macadam. — A  road  crust  composed  of  stone  or  similar  material  broken  into  irregular 
angular  fragments  compacted  together  so  as  to  be  interlocked  and  meobanioaUy  bound  to 
the  utmost  possible  extent. 

Mastic. — A  mixture  of  bituminous  material  and  fine  mineral  matter  suitably  made  for 
use  in  highway  construction  and  for  application  in  a  heated  condition. 

Afai.— t  See  "Carpet." 

Matrix. — *  The  binding  material  or  mixture  of  binding  material  and  fine  aggrecikte  in 
which  the  large  aggregate  is  embedded  or  held  in  place. 

Meah. — The  square  opening  of  a  sieve. 

Meial.—See  "Road-metal." 

Mortar. — A  mixture  of  fine  material' such  as  sand,  cement,  and  water  or  other  liquid 
suitably  proportioned  and  incorporated  together  for  the  purpose  for  whidi  it  is  used. 

Normal  Temperature. — t  As  applied  to  laboratory  observations  of  the  physical  charaeter- 
utics  of  bituminous  materials,  is  25  *C.  (77^.). 

OH-ga»  Tare. —  *  Tars  produced  by  cracking  oil  vapors  at  high  temperatures  in  the  manii* 
facture  of  oil  gas. 

Palliative. — A  short-lived  dust  layer. 

Patching. —  Repairing  or  restoring  small  isolated  areas  in  the  surface  of  the  metaled  or 
paved  portion  of  the  highway.  * 

Pavement. — The  wearing  course  of  the  roadway  or  footway,  when  constructed  with  a 
cement  or  bituminous  binder,  or  composed  of  blocks  or  slabs,  together  with  any  oushion  or 
"binder"  course. 

Penetration. — In  laboratory  investigations,  the  distance,  expressed  in  hundredths  of  a 
centimeter,  entered  a  sample  by  a  No.  2  cambric  needle,  operated  in  a  machine  for  the  pur- 
pose, and  under  known  conditions  of  loading,  time,  and  temperature.  Where  the  con- 
ditions of  test  are  not  specifically  mentioned,  the  load,  time,  and  temperature  are  undw* 
stood  to  be  100  grams,  b  sec,  and  25''C.  (77*^.),  respectively,  and  the  units  of  penetration 
to  indicate  hundredths  of  a  centimeter. 

Penetration  Method. — The  method  of  constructing  a  bituminous-macadam  pavement  by 
pouring  or  grouting  the  bituminous  material  into  the  upper  course  of  the  road  metal  before 
the  binding  of  the  latter  has  been  completed. 

Pitch. — t  Solid  residue  produced  in  the  evaporation  or  distillation  of  bitumens,  the  term 
being  usually  applied  to  residue  obtained  from  tar. 

hard  Pitch. — Pitch  showing  a  penetration  of  not  more  than  ten. 
Soft  Pitch. — Pitch  showing  a  penetration  of  more  than  ten. 

Straight-run  Pitch. — t  A  pitch  run  in  the  initial  process  of  distillation,  to  the  eon- 
sistency  desired  without  subsequent  fluxing. 

Pocket. — A  hole  or  depr^sion  in  the  wearing  course. 

Pot-hole. — A  hole  extending  below  the  wearing  course. 

Profile. — A  longitudinal  section  of  a  highway,  generally  taken  along  the  center  line. 

Quarters. — The  four  sections  of  equal  width  which,  side  by  side,  make  up  the  total  width 
of  a  roadway. 

Raceling. — The  loosening  of  the  metal  composing  the  crust. 

Refined  Tar. — f  A  tar  freed  from  water  by  evaporation  or  distillation  which  is  continued 
until  the  residue  is  of  desired  consistency  or  a  product  produced  by  fluxing  tar  residuum  with 
tar  distillate. 

Renewals. — Extensive  repairs  over  practically  the  whole  surface  of  the  metaled  or  paved 
portion  of  the  highway. 

Repairs. — The  restoration  or  mending  of  a  considerable  amount  of  the  metaled  or  paved 
portion  of  the  highway,  but  not  usually  of  a  majority  of  the  surface  area.  More  extensive 
than  "Patching"  but  leas  so  than  "Renewals." 

Resurfacing. — The  renewal  of  the  surface  of  the  crust  or  pavement. 

Road. — A  highway  outside  of  an  urban  district. 
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Road^hed. — The  nfttunl  foundation  of  a  roadway. 

Road  Metal. — Broken  stone,  gravel,  slag,  or  similar  material  uaed  in  road  and  pavement 
conatruetioB  and  maintenance.  , 

Roadway. — That  portion  of  a  highway  particularly  devoted  to  the  uee  of  vehiclea. 

Roek  Atphall. — Sandstone  or  limestone  naturally  impregnated  with  asphalt. 

Rock  Atphali  Pavement. — A  wearing  course  composed  of  broken  or  pulverised  rock  asphalt 
with  or  without  the  addition  of  other  bituminous  materials. 

Sand. — Finely  divided  rock  detritus  the  particles  of  which  will  pass  a  lO-mesh  and  be 
retained  on  a  200-mesh  screen.     Also  see  "Gravel." 

Sand-clay  Road. — A  roadway  composed  of  an  intimate  mixture  of  sand  and  clay. 

Scarify. — To  loosen  and  disturb  superficially. 

Screen. — In  laboratory  work  an  apparatus,  in  which  the  apertures  are  circular,  for  sep- 
arating sises  of  material. 

Sereeninge. — Broken  rock  of  a  sise  that  will  pass  through  a  H'  to  ^^-in.  screen,  depending 
on  the  character  of  the  stone. 

Seal  Coat. — A  final  superficial  application  of  bituminous  material  during  construction  to  a 
bituminous  payement. 

Setting  Up. — As  applied  to  bituminous  material,  the  relative  quick  change  which  takes 
place  after  its  application  to  a  roadway,  indicated  by  its  hardening  after  cooling  and  ex- 
posure to  atmospheric  and  traffic  conditions,  as  opposed  to  the  slower  changes  later  occurring 
gradually  and  almost  imperceptibly. 

Shaping. — Trimming  up  and  preparing  a  sub-grade  preparatory  to  applying  the  first 
course  of  the  road  metal  or  artificial  foundation. 

Skeet-cuphaU  Pavement. — One  having  a  wearing  course  composed  of  asphalt  cement  and 
■and  of  predetermined  grading,  with  or  without  the  addition  of  fine  material,  incorporated 
together  by  mixing  methods. 

Sheet  Pavenunt. — A  pavement  free  from  frequent  joints  such  as  would  accompany  small 
•labs  or  blocks,  and  which  has  an  appreciable  thickness  (say,  in  excess  of  1  in.  on  the  aver- 
age) fw  its  wearing  course. 

Skouldert. — The  portion  of  the  highway  between  the  edges  of  the  road  metal  or  pave- 
ment   and    the    gutters,    slopes,    or    watercourses. 

Side  Drain.— See  *'  Drainage.'* 

Sidetoalk. — The  portion  of  the  highway  reserved  for  pedestrians. 

Sieve. — In  laboratory  work  an  apparatus,  in  which  the  apertures  are  square,  for  separating 
sises  of  material. 

Silt. — Naturally  deposited  fine  earthy  material,  which  will  pass  a  200-mesh  sieve. 

Slag. — X  Fused  or  partly  fused  compounds  of  silica  in  combination  with  lime  or  other 
bases,  resulting  in  secondary  products  from  the  reduction  of  metallic  ores. 

SpaUe. — Fragments  broken  off  by  a  blow,  irregular  in  shape,  and  of  sufficient  sise  to  be 
comparable  to  the  original  mass. 

Squegee. — A  tool  with  a  rubber  or  leather  edge  for  scraping  or  cleaning  hard  surfaces,  or 
for  spreading  and  distributing  liquid  material  over  and  into  the  superficial  interstices  of 
roadways. 

Squegee  Coat. — An  application  by  means  of  the  squegee. '« 

Stone  Block  Pavement. — One  having  a  wearing  course  composed  of  stone  blocks  quite  or 
nearly  rectangular  in  shape. 

Street. — A  highway  in  an  urban  district. 

Sub-grade. — The  upper  surface  of  the  native  foundation  on  which  is  placed  the  road 
metal  or  the  artificial  foundation,  in  case  the  latter  is  provided. 

Superficial  Coat. — A  light  surface  coat. 

3ur/ac8  Coot.— See  "Carpet."  '  ' 

Surface  TreatmerU. — Treating  the  finished  surface  of  a  roadway  with  bituminous  material. 

Surfacing. — (1)  The  crust  or  pavement.  (2)  Constructing  a  ciMst  or  pavement.  (3) 
Finally  finishing  the  surface  of  a  roadway.  (4)  Treating  the  surface  of  a  finished  roadway 
with  a  bituminous  material. 

Tailinge. — Stones  which  after  going  through  the  crusher  do  not  pass  through  the  largest 
openings  of  the  screens. 

Tar. — t  Bitumen  which  yields  pitch  upon  fractional  distillation  and  which  u  produced  as  a 
distillate  by  the  destructive  distillation  of  bitumens,  pyro-bitumens,  or  organic  material. 

r«//ard.— Properly  an  artificial  foundation  advocated  by  Thomas  Telford  (1767-1820). 
and  consisting  of  a''pavement  of  stone  about  8  in.  thick,  laid  by  hand,  and  closely  packed 
and  wedged  together.     The  individual  stones  were  desired  to  be  about  16  sq.  in.  in  Motion. , 
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and  about  8  in.  in  length.  They  were  set  eloie  togehter  on  the  prepared  tub-grade,  their 
longest  dimension  vertical  and  on  their  larger  ends,  their  interstices  chinked  with  smalln 
stones,  and  the  whole  rammed  (or  rolled)  until  firm  and  unyielding. 

Telford  Macadam. — Macadam  with  an  artificial  foundation  of  Telford. 

Vnder-drain. — See  *'  Drainage." 

Up-keep. — Maintenance. 

V-drain. — See  "Drainage." 

Vt«co«i<y. — X  The  measure  of  the  resistance  to  flow  of  a  bituminous  material,  usually 
stated  as  the  time  of  flow  of  a  given  quantity  of  the  material  through  a  given  orifice. 

Volatile. — Applied  to  those  fractions  of  bituminous  materials  which  will  evaporate  st 
climatic  temperature. 

WtUer-bound. — Bound  or  bonded  with  the  aid  of  water. 

Water-ga»  Tare. — *  Tars  produced  by  cracking  oil  vapors  at  high  temperatures  in  the 
manufacture  of  carburetted  water-gas. 

Wearing  Coat. — The  superficial  layer  of  the  crust  or  pavement  exposed  to  traflie. 

Wearing  Course. — The  Course  of  the  crust  or  pavement  exposed  to  traffic. 

Wood  Block  Pavement. — One  having  a  wearing  course  composed  of  wood  paving  blocks, 
generally  rectangular  in  shape. 

The  Committee  wishes  to  express  again  its  deep  appreciation  of  the  assistance  rendered 
it  by  the  Board  of  Direction  and  by  your  Secretary,  Dr.  Chas.  Warren  Hunt,  as  well  as  by 
members  of  the  Society  and  others. 

Very  respectfully, 

For  the  Special  Committee  on  Materials 
for  Road  Construction'  and  on 
Standards  for  Their  Test  and  Use. 

Abthttb  H.  Blanchabd, 

Sterelary. 
Committbb: 

W.  W.  Cbosbt,  Chairman, 

H.  K.  Bibhop, 

A.  H.  Blanchard, 

A.  W.  Deak, 

N.  P.  Lbwis, 

C.  J.  TlLDEN, 
G.  W.  TiLLSON. 

October  27th,  1917. 

FORM  OF  RECORD  FOR  DATA  CONCBRinNG  THB  USB  OF  HI6HWAT 

MATERIALS 

(The  following  forms  of  records  are  recommended  for  the  use  of  highway  engineers. 
They  cover  both  bituminous  and  non-bituminous  materials.  Although  combined  in  a 
single  table,  it  is  believed  that  the  data  for  different  kinds  of  road  surfaces  can  advantage- 
ously be  placed  on  separate  sheets  or  cards  for  convenient  filing  and  reference.) 

Gbnbral  Infobmation 

State County Town  or  City 

Road  or  street Tamits  of  improvement 

length  of  improvement,  in  feet 

Width  of  crust  or  pavement,  in  feet  (average) 

Area  of  crust  or  pavement,  in  square  yards 

Kind  of  surface  and  foundation 

Percentage  of  grade,  maximum — per  cent Minimum — per  cent 

Amount  of  crown,  maximum ,  minimum ,  Nature  of  sub-grade 

Maximum  and  minimum  air  temperature  during  year 

Hours  of  working  day • Labor  wage  per  hour 

Contractor 

Dates  of  beginning  and  completion  of  improvement 

Class  of  highway  or  nature  of  traffic 

Traffic  Cknsus  for HouRa,  Beivo  the  Avbbaqb  op 

Observations  Taken  Between  the  Hours  of and 

ON 

Location  of  Point  of  Observation 


APPENDIX 


465 


Commercial  vehicles 

Empty 

Loaded 

Estimate 

(in  pounds) 

of  maximum 

load  per 
inch  of  tire 

Passenger 
vehicles 

One-horse  vehicles 

Two  or  three-horse  vehicles 

Four  or  more  horse  vehicles 

Motor  cycles 

Motor  rimabouts 

Motor  touring  earn  (open  or  closed) 

Motor  busses 

1 

i 

Motor  trucks , 

COKBTRUCTION   AND    COBT   DbTAILS 

A . — Foundation 

1.  Material 

2.  Thickness 

3.  Cost  per  square  yard 

4.  Estimated  life,  in  years 

B. — Wearing  Coune 

1.  Material 

2.  Thickness 

3.  Sise  of  block  or  brick 

4.  Kind  and  amount  of  bituminous  cement 

6.  Kind  of  joint 

6.  Proportions  of  aggregate 

7.  Cushion  or  binder  course 

8.  First  cost  per  square  yard 

9.  Life,  in  years 

10.  Average  annual  maintenance  cost  per  square  yard  during  life  of  wearing  course . 


C. — Trajnc  Data 

1.  Tons  per  year  (2000  lb.) 

2.  Average  tons  per  yard  of  width 

3.  Proportion  of  tonnage  on  metal  tires 

4.  Proportion  of  C-3  on  tires  2  in.  or  less  in  width. . . 


Items  op  Cost  por  Each  Square  Yard 


Materials. 


Labor. 


Superintendence . 


Overhead,  including  interest  on  plant,  depreciation,  etc. 

aa 


Foundation 

Wearing  course 

1 
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Data  Pbr  Squari  Yard 

i4-3. — First  coat  of  foundation 

i4-5. — Annual  interest  and  sinking  fund  for  foundation 

i4-6. — Total  annual  coat  of  foundation 

B-IO. — Annual  maintenance  cost  of  wearing  course 

B-l\. — Annual  interest  and  sinking  fund  for  wearing  course 

B-12. — Total  annual  cost  of  wearing  course 

il-6  +  B'l2 

Yearly  cost  per  1000  tons  of  traffic  — 1000  — 

C-2 

(The  following  data  or  such  parts  as  apply  to  a  particular  road  or  ttreet  eould  be  in- 
corporated on  the  sheet  or  card  containing  the  data  immediately  preceding,  or  eould  be 
placed  on  a  separate  sheet  or  card  containing  the  results  of  teats  and  aoalysea.) 

Broken  Stone  and  Broken  Slag 

Name  and  origin 

Specific  gravity 

Absorption  of  water  per  cubic  foot 

Abrasion,  percentage  of  loss 

Toughness 

Cementation 

Crushing  strength  per  square  inch 

Mechanical  analysis (Use  table  under  this  titlt) 

Voids,  percentage  of,  loose  and  compacted 

Oravel 

Location 

Specific  gravity 

Al^rasion,  percentage  of  loss 

Cempntation 

Mechanical  analysis (Use  table  under  Hum  title) 

Voids,  percentage  of,  loose  and  compacted 

Sand 

Location 

Specific  gravity 

Mechanical  analysis (Use  table  under  Uiis  title) 

Voids,  percentage  of,  loose  and  compacted 

Tensile  strength  in  cement  briquettes,  as  compared  with  stand- 
ard Ottawa  sand 

Mixtures  of  Sand  or  Other  Fine  Highway  MateriaU  with  Broken  Stonet  Broken  Stag,  er  Ormd 

Specific  gravity 

Mechanical  analysis (Use  table  under  this  title) 

Voids,  percentage  of,  loose  and  compacted 

Paving  Brick 

Composition 

Name  of  manufacturer 

Rattler  test,  percentage  of  loss 

Stone  Block 

Name  and  oriKin 

Specific  gravity 

Absorption  of  water  per  cubic  foot , ' 

Abrtision,  percentaRe  of  loss 

Toughness 

Hardness 

Crushing  strength  per  9quare  inch 
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Wood  Block 

Chftraoter  of  wood 

Wei«ht  ol  blooka 

SoondneBB 

Rings  per  radial  inch 

Quantity  of  preservative 

Absorption  of  water  after  treatment 

Character  of  preservative: 

Specific  gravity  at  25*C.  (77*F.) 

Spedfie  gravity  at  38*C.  (100*F.) 

Solubility  in  bensol  or  chloroform 

Water  content 

Distillation: 

Up  to  170*C 

170»  to  2WC 

200*  to  210»C 

210»  to  235*C 

236»  to  270»C 

270*  to  300"C 

300'  to  316'C 

316*  to  355"C 


Mechanical  Analysis 


Percentages  by 
weight 


Passing 
Passing 
Passing 
Passing 
Passing 
Passing 
Passing 
Passing 
Passing 
Passing 
Passing 
Passing 
Passing 
Passing 
Passing 


60-mesh  sieve . 
40-mesh  sieve. 
30-mesh  sieve. 
20-mesh  sieve. 


Passing 
Passing 


200-me8h  sieve 

100-mesh  sieve,  retained  on  200-mesh  sieve 
80-mesh  sieve,  retained  on  100-mesh  sieve 
fiO-mesh  sieve,  retained  on  80-mesh  sieve 
40-mesh  sieve,  retained  on 
30-me8h  sieve,  retained  on 
20-mesh  sieve,  retained  on 
10-mesh  sieve,  retained  on 
>^-in.  screen,  retained  on  lO-mesh  sieve 
>i-in.  screen,  retained  on  yi-\n.  screen 
H-in.  screen,  retained  on    yi-ia.  screen 

1  -in.  screen,  retained  on  ^-in.  screen 
If^-in.  screen,  retained  on  1  -in.  screen 
1^-in.  screen,  retained  on  l>^-in.  screen 

2  -in.  screen,  retained  on  lH~iQ>  screen 
2^-in.  screen,  retained  on  2    -in.  screen 

3  -in.  screen,  retained  on  2H-in-  screen 
^^i'ln.  screen,  retained  on  3    -in.  screen 


Portland  Cement 


Loss  on  ignition,  percentage 

Insoluble  residue,  percentage 

Specific  gravity 

Retained  on  200-mesh  sieve,  percentage 

Retained  on  lOO-mesh  sieve,  percentage 

Steam  test 

Initial  set,  time,  in  minutes 

Final  set,  time,  in  minutes 

Tensile  strength,  neat,  24  hours 

Tensile  strength,  neat,  7  days 

Tensile  strength,  1-3  Ottowa  sand,  7  days. . 
Tensile  strength,  1:3  Ottowa  sand.  28  days. 

Compressive  strength,  per  square  inch 

Constancy  of  volume 
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BiTaaoNOus  Matbrialb 

The  following  forms  are  given  as  illustrations  of  those  to  be  used  for  recording  the  prop- 
erties of  bituminous  materials 

AMphaU  CemerUa  for  BUuminotu  Miuadam,  BUumitumt  Conerete,  Aaphalt  Block  and  Sheet- 
aaphaU  Pavements  and  FiUere  for  Briek  and  Stone  Block  Pavemente 

Trade  name ; ^ 

Manufacturer 

General  characteristics 

Specific  gravity  at  25'C.  (77'F.) 

Flash  point 

Solubility  in  CSs  (carbon  disulphide) 

Organic  matter  insoluble 

Inorganic  matter  insoluble 

Solubility  of  bitumen  in  CCI4  (carbon  tetrachloride) 

Solubility  of  bitumen  in  petroleum  naphtha 

Penetration  4'C.  (39'F.),  200  grams,  1  min 

Penetration  25'C.  (77*F.).  100  grams,  6  sec 

Penetration  46'C.  (IIS^F.),  60  grams,  6  sec 

Float  test 

Melting  point  by  ring  and  ball  method 

Ductility  at  4'C.  (39'F.) 

DuctiHty  at  26*C.  (77"»F.) 

Fixed  carbon  content 

Paraffin  content 

Loss  on  evaporation  at  163*C.  (325*'F.),  5  hours 

Penetration  of  residue,  VC.  (Z9^F.),  200  grams,  1  min 

Penetration  of  residue  25''C.  (77*F.).  100  grams,  6  sec 

Penetration  of  residue  46*C.  (1 15*F.),  50  grams,  6  sec 

Melting  point  of  residue,  by  ring  and  ball  method 

Float  teat  on  residue 

Ductility  of  residue  at  4**C.  (39'*F.) 

Ductility  of  residue  at  25°C.  (77»F.) 

Tar   Cements  for  Bituminous   Macadam  and  Bituminous   Concrete  Pavements  and  FiUert 

for  Brick  and  Stone  Block  Pavements 

Trade  name 

Manufacturer 

General  characteriatics 

Water 

Specific  gravity  at  25''C.  (TT'F.) 

Flash  point 

Solubility  in  CSj  (carbon  disulphide) 

Specific  viscosity ,  Engler 

Melting  point,  by  cube  method 

Float  test 

Distillation  by  weight  and  by  volume 

Up  to  110°C 

1 10" to  170°C 

170°  to  235°C 

235'  to  270°C 

270°  to  300°C 

Specific  Kravity  of  total  distillate  at  25'*C.  (77"F.) 

Melting  point  of  residue,  by  cube  method 

Float  test  on  residue 

TESTS  OF  NON-BITUMINOUS  MATERIALS 

It  is  recommende<l  that  the  following  methods  for  performing  tests  of  non-bituminoui 
material  bt  adopted  as  standards: 
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SPBCIFIC  6RAVITT  OF  COARSB  AOORBOATBS^ 

The  apparent  specific  gravity  shall  be  determined  in  the  following  manner: 

The  sample,  weighing  1000  grama  and  composed  of  pieces  approximately  cubical  or 
spherical  in  shape  and  retained  on  a  screen  having  1.27-cm.  (>i-in  )  circular  openings,  shall 
be  dried  to  constant  weight  at  a  temperature  between  100  and  110*C.  (212  and  230*F.), 
cooled,  and  weighed  to  the  nearest  0.5  gram.  Record  this  weight  as  weight  ii.  In  the  case 
of  homogeneous  material,  the  smallest  particles  in  the  sample  may  be  retained  on  a  screen 
having  1^4 -in.  circular  openings. 

Immerse  the  sample  in  water  for  24  hours,  surface-dry  individual  pieces  with  aid  of  a 
towel  or  blotting  paper,  and  weigh.     Record  this  weight  as  weight  B. 

Place  the  sample  in  a  wire  basket  of  approximately  ^i-in.  mesh,  and  about  12.7  cm.  (6  In.) 
square  and  10.3  cm.  (4  in.)  deep,  suspend  in  water*  from  center  of  scale  pan,  and  weigh. 
Record  the  difference  between  this  weight  and  the  weight  of  the  empty  basket  suspended  In 
water  as  weight  C.     (Weight  of  saturated  sample  immersed  in  water.) 

The  apparent  specific  gravity  shall  be  calculated  by  dividing  the  weight  of  the  dry  sample 
(A)  by  the  difference  between  the  weights  of  the  saturated  sample  in  air  (B)  and  in  water 
(C),  as  follows: 

Apparent  specific  gravity  ■        -      • 

Attention  is  called  to  the  distinction  between  apparent  specific  gravity  and  true  spedfto 
gravity.  Apparent  specific  gravity  includes  the  voids  in  the  specimen,  and  is,  therefore, 
always  less  than  or  equal  to,  but  never  greater  than,  the  true  specific  gravity  of  the  material. 

APPARENT  SPBCIFIC  6RAVITT  OF  SAITD,  STONB  SCRBBlflHOS,  OR  OTHBR  HUB 

HI6HWAT  MATBRIAL 

Apparahu. — The  determination  shall  be  made  with  a  Jackson  specific  gravity  apparattit 
which  shall  consist  of  a  burette,  with  graduations  reading  to  0.01  in  specific  gravity,  ahoat 
23  cm.  (9  in.)  long  and  with  an  inside  diameter  of  about  0.0  em.  (0.2A  in,),  which  shall  be 
connected  with  a  glass  bulb  approximately  13  cm.  (5.5  in.)  long  and  4.5  cm.  (1.75  in  J  ia 
diameter,  the  glass  bulb  being  of  such  sise  that  from  a  mark  on  the  ne^k  at  th*  top  U*  a  mark 
on  the  burette  just  below  the  bulb,  the  capamty  is  exactly  180  c.c.  ifi.ilit  fr%.)',  and  an  KrUfU' 
meyer  flask  which  shall  contain  a  haUow  ground-glass  ttoppffr  having  Ih*  n^ck  r/f  thA  earns 
bore  as  the  burette  and  a  capacity  of  exactly  200  c.c.  (fi.ld  tt%,)  up  Ut  th«  grs/iuali/m  (tn  ths 
neck  of  the  stopper. 

Method  of  Dtierminatum. — The  method  shall  c<msist  fA:  First,  dry  at  n//t  m//fe  thari  I  \ti*C 
(230*F.)  to  a  constant  weight  a  sample  weighing  about  55  grarris;  s^rfrz/nd,  w«righ  Vt  0  1  gram, 
50  grams  of  the  dry  sample  and  ponir  it  into  the  unet//pp«f<i^J  KrUrufrt*(y^  AmmU',  third,  fttt 
the  bulb  and  burette  with  iMroNnke,  learing  jtist  spa^Mr  fcutgnti^t  U*  lakA  th*  Urmp*if%inrm  \/f 
introducing  a  thermometer  throngh  ihfi  t»»ftk',  frmrth^  funutirn  i.\i^  0»*!frttf/fft*(Ufr  aM  »44 
sufficient  kerosene  to  fill  «xa<:tly  Uf  th«  firtark  fm  th*  iM^k,  d/awifig  </^  a«ir  f^MMim  wMU  %^ 
burette;  fifth,  run  into  th*  flaak  ai>ont  f/ttt^hnif  *A  th*  k^fM*rfy^  tf»  tM  htith  Ut  rmh^fti  alf 
bubbles  and  then  nan  in  mr/m  kitr^a^t^,  ritmoviMr  i^f  rr«*f>iifi*l  «i4tt^$tHl  ^*  <(M  t9t*M  *A  ilMt 
flask,  until  the  \uarjuint^  m  tmd  f'^Jow  thA  uf^^uA  gimm.  •itth,  pltwj"  %h^  t*^4U/w  gf^m^A' 
glass  stopper  in  prjmgioti.  uxA  %nru  %K  U,  ftt  Uic^l^,  utA  (t>#Ay.  fnu  tt$  k^f^t*^  trMMAtty  Ut  ihm 
200-c.c.  (6.7*-o«.>  gr»da*ru>ft  /»  «h*  AA»»k^  *4Hm  tMf^g  Uk*r.  *//  f»u^rf  %\\  •♦/  if^AA^  th  HIm* 
flask;  seventh,  rtad  ?h*  tp^^vA**  grer.^r  if^m*  O**  gfvt'iAf v^f*  'yf#  fh*  K  */**.»>,  ♦/*/!  «^  Uem^ 
peratore  of  tn^t  ril  la,  »Ka  ft^utk.  ue^xtkg  r.M  ^At^t^^^^^  i^.'tKk*^  tK*  *j'tuiff^%*tt*'  'A  ftt^  ^/A  th 
the  bulb  beiore  tfc*  <'£A^.ArmiAa/wA  x^  *hMf,  fA  *.hA  *a\  t/*  'M  fJ<M5r  •/•>*  '.^^  ^U^JvffMMA^^, 
eighth,  make  a  t*mp*r»/;.iy*  *rjrr»^\^^  V*  <Uv*  /Avt^cy  fA  v,^  **/^^yf,^  ir/%y.»>y  »/»  *<»^/.f'^**A4 
with  the  table  f«ruj«h*»tl  v/  'Jv*  m^wk-n^e^f^v/Ay  ^A  **,*•  »<»t»^/«' x  %e\*\*M.  **>*  *^/*f*^**^^  4 
the  tempcTatisr^  "A  'x^.  g^>^',i^n^  aj^u  .■.'iAr««r^H«f  «a^  r>M./*<*«.^«  t*  A  **,^  *A**,^ih*'tt»t  ^  ^M 
kerosene  has 'iMntsttMfi. 

^Vn^omd  ia  I't.T  v/  ''.-..  v..* f>tA  ?/ f  *#^^y;»^.j  f*^^  *,¥  i'^,-^  \Ai^a^,^^mm  *A  «Ur 
Am.  8oe.  fur  T*3tf..^.<r  vf  i.v-  i.^ 

*  The  hmkMi  v.xf  '.»•  ■•/-.'*.  '♦rtv**^'-.  /  rv4'r^>\/f^<^  v/  %  ♦a**  •»v*  *■  .'*.#  f**^*^  %■  ^vvw  «A*i^A«f  m> 
the  form  *d  a  ^\^a(r„\r\  v.ii<*>   »  f.    a<«  v^  ^^^^  (•♦•♦iv.gf  ^•^  •■'.<*  */*!^'•^*  '.^  •^<-*  «^4M  iHn'^ 
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ABSORPTION  OF  WATBR  PBR  CUBIC  FOOT  OF  ROCK>  * 

"  The  abftorption  of  water  per  cubic  foot  of  rock  shall  b«  determined  by  the  following 
method:  First,  a  sample  weighing  between  29  and  31  grams  and  approamatdy  eulrical  ia 
shape  shall  be  dried  in  a  closed  oven  for  1  hour  at  a  temperature  of  110*C.  (2dO*F.)  and  then 
cooled  in  a  desiccator  for  1  hour;  second,  the  sample  shall  be  rapidly  weighed  in  air;  third, 
trial  weighings  in  air  and  in  water  of  another  sample  of  approximately  the  same  aiae  shall , 
be  made  in  order  to  determine  the  approximate  loss  in  weight  on  immenioii;  fourth,  after 
the  balances  shall  have  been  set  at  the  calculated  weight,  the  first  sami^  shall  be  weigjied 
as  quickly  as  possible  in  distilled  water  having  a  temperature  of  25*C.  (77*F.);  fifth,  aUow 
the  sample  to  remain  48  hours  in  distilled  water  maintained  as  nearly  as  praeticaUs  at 
25 'C.  (77*^.),  at  the  termination  of  which  time  bring  the  water  to  exactly  thia  temperature 
and  weigh  the  sample  while  immersed  in  it;  sixth,  the  number  of  pounda  of  water  abaorbed 
per  cubic  foot  of  the  sample  shall  be  calculated  by  the  following  formula: 

Wt  —  Wx 

Pounds  of  water  absorbed  per  cubic  foot  «  X  62.24, 

W  -  Wi 

in  which  TF  ■■  the  weight  in  grams  of  sample  in  air,  TFi  -■  the  weight  in  grama  of  sample  in 
water  just  after  immersion,  W%  -■  the  weight  in  grams  of  sample  in  water  after  48  honn 
immersion,  and  62.24  ■■  the  weight  in  poimds  of  a  cubic  foot  of  distilled  water  having  s 
temperature  of  25''C.  (77'F.). 

"Finally,  the  absorption  of  water  per  cubic  foot  of  the  rock,  in  pounds,  ahall  be  the  aTor- 
age  of  three  determinations  made  on  three  different  samples  according  to  the  method  above 
described." 

ABRASION  TEST  FOR  BROKBN  STONB  OR  BROKBN  SLAO* 

"  The  machine  shall  consist  of  one  or  more  hollow  iron  cylinders;  dosed  at  one  end  and 
furnished  with  a  tightly  fitting  iron  cover  at  the  other;  the  cylinders  to  be  20  cm.  (7J7  in.) 
in  diameter  and  34  cm.  (13.38  in.)  in  depth  inside.  These  cylinders  are  to  be  mounted  ens 
shaft  at  an  angle  of  30"  with  the  axis  of  rotation  of  the  shaft. 

"At  least  (13.6  kg.)  30  lb.  of  coarsely  broken  stone  shall  be  available  for  a  test.  The  roek 
to  be  tested  shall  be  broken  in  pieces  as  nearly  uniform  in  sine  as  possible,  and  as  nearly  50 
pieces  as  possible  ahall  constitute  a  test  sample.  The  total  weight  of  rock  in  a  test  shiU 
be  within  10  grams  of  5  kilograms  (11.02  lb.).  All  test  pieces  shall  be  washed  and  thor- 
oughly dried  before  weighing.  10,000  revolutions,  at  the  rate  of  between  30  and  33  to  tbe 
minute,  must  constitute  a  test.  Only  the  percentage  of  material  worn  off  which  will  psM 
through  a  0.16  cm.  (1-16  in.)  mesh  sieve  shall  be  considered  in  determining  the  amount  of 
wear.     •   •   •" 

ABRASION  TEST  FOR  GRAVEL 

Note. — As  tests  to  determine  the  loss  on  abrasion  of  gravel  are  in  an  experimental  stsge, 
the  Committee  has  included  two  methods  which  have  been  used  and  are  being  investigated. 
In  noting  the  results  obtained,  the  Committee  advises  stating  the  method  used. 

Method  No.  1. — The  test  for  abrasion  of  gravel  shall  be  made  with  a  Deval  abrasion 
machine.     (See  "Abrasion  Test  for  Broken  Stone  or  Broken  Slag.") 

A  charge  of  gravel  shall  consist  of  pieces  which  shall  pass  a  screen  having  circular  open- 
ings 5.08  cm.  (2  in.)  in  diameter  and  be  retained  on  a  screen  having  circular  openings  1.27 
cm.  (V?  in.)  in  diameter.  The  total  weight  of  gravel  in  a  charge  shall  be  within  10  grami  of 
5  kg.  (11.02  lb.).  The  gravel  to  compose  a  charge  shall  be  washed,  and  dried  in  a  doeed 
oven  for  1  hour  at  a  temperature  within  5°  of  llO'C.  (230*F.).  The  charge  of  gravd  shall 
be  placed  in  one  cylinder  of  the  machine,  which  shall  be  rotated  at  a  rate  of  not  lens  than 
30  nor  more  than  33  rev.  per  min.  Ten  thousand  revolutions  shall  constitute  a  test.  The 
percentage  of  material  worn  off  which  will  pass  through  a  sieve  having  openings  of  0.16  em. 
(>{  e  in. )  shall  be  considered  the  amount  of  wear  of  the  charge  of  gravel.  The  loss  by  abras- 
ion, determined  as  stated,  shall  be  expressed  in  terms  of  the  percentage  of  the  total  weight 
of  the  charRC  of  gravel. 

»  Proposed  in  1914  by  Committee  D-4,  "Standard  Tests  for  Road  Materials.'*  of  the 
Am.  Soc.  for  Testing  Materials. 

2  Method  adopted  by  the  Am.  Soc.  for  Testing  Materials,  August  15,  1908. 
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[olloiting  weight*  aS  Iho  dried  Btone  ure  then  cb 
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M  TODGHHSSS  TEST  FOR  ROCK  OR  SLAG- 

dJI)ii(ien.^Taugbn(«>,  ae  applied  to  rock,  in  the  reiielsnre  oUvtbi 
impact,  eapmecd  u  the  Bnal  height  ot  blow  required  of  a  standard  bai 
ture  of  a  cylindrical  tcit  specimen  of  eiven  dimenpioJu. 
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be  laliea  from  treebly  quarried  material,  and  only  from  pieces  which  show  no  ovideocci  o 
incipient  fracture  due  to  bloetinii  or  other  cauoea.  The  lamplea  ihould  pieterubly  be  ipli 
from  Urge  pieces  by  tbe  use  of  plugs  i 
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■ball  be  drilled  perpendicu 


h  will  comply  witb 
ivil  weighing  not  le 
Teating  Engineer! 


of  the  apeeimens  shall  be  ground  plane  with  carborundum  or  emery  on  a  easl-ir 
the  cylindera  are  24  mm.  in  length. 

casentiata  may  be  used  in  making  the  tejti  A  caal-iron  i 

'  Propoaed  by  the  First  Conference  of  Stall  Highwa 
held  at  the  V.  B.  Office  of  Public  Rowb  in  February,  II 

>  Proposed  in  1917  by  Committee  D-4.  "Slaadard 
Am.  Boe,  for  Tealing  Materisli. 

aiog  plane. 

'  The  form  of  diamond  drill  described  in  Ballclin  Nn,  347.  U.  S.  Department  at  Agriculture, 
pp.  6-7,  ia  recommended,  and  should  prore  aatiafactory,  if  the  instruotiona  are  atrictty 
followed. 

•A  aatiafaetory  form  of  diamond  saw  lb  deacribed  in  fluUsllN  No.  347,  U.  8.  Department 
•f  Afrioulture,  pp.  7-0. 
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Bnnly  Sied  on  ■  lolld  [oandation:  ■  tiBmnic 
bsCwrsn  tuluble  (uid»:  B  pluufer  m&de  ol  li 
■tide  [iHly  in  •  venical  dineUon  in  •  el«vc 

-  ipDcIJifd  hright  f ro] 


thai 


light  ol  hU  tc 


•Ppro: 


ilety  1  B 


rod  gf  the  pluOEBT  St  its  loi 

ifnUnl  g/  T-uling.— The  I 

a  Z-cm.  faU  (or  the  lecond 


-The  heUbl  »[  Ihn  bio- 


Tanced  bd  ai  to  tell  fRcJjr 
iwighing  1  kg-,  arraikced  (o 
he  plimcflr  bvinc  iphencAl 

kud  meaai  far  detCTfiuaiiiA 
^  tjyfuidrical  test  ipecii&rj] 

<e  Unaenl  to  th«ipbenul 


tougboe 


ipparent,  Ihe  iDdividfial  and  srerac^  tougfi- 
be  reported  and  ideacified.  Any  pfctjjiir 
■.t  the  mull,  BUch  aa  the  preaenee  ol  uboi, 


HARDUBSS  TEST  FOR  KOCK  OR  S 
.lit  ahHlI  be  msde  with  a  "  Dairy,"  or  linii 


the  enU«  weight  ol  «ch  core  »ith 

iU  holder  and 

added  weight  i>  I2S0  grama.    Each 

con  shslt  be  grouod  in  the  niBchioe  □ 

000  revolutioD.,  after  wUch  it  ihall  be 

r«v.f«d  and  grqond  ott  the  other  fa 

weight  o[  esoh  >pF<:iit.eD  .hBll  be  del. 

prmined  al  the 

end  of  each  1000  revolution.,  and  tb 

MvaTBgB  lew  in  Wright  ghall  be  uii«l  1 

■hall  be  erprf«ed  by  the  formula:  Hardneai  -  20 

--  MW.  where  W  equal,  the  n,nt> 

low,  in  grama  per  1000  revotutioai. 

CEMEITTATION  OF  RC 

ICK,  SLAG,  AND  GRAVEL  POWDERS 

le  u  follow.:  0 

f  the  malsrial  lo  be  l«ted.  500  grami 

ahall  he  brokMi  to  put  a  l.2T-cm.  li 

■i-in.)  mc.h  ue 

m  and  then  placed  in  ■  ball  mill  mlb 

K  e.o.  (3.0*  oil  of  water  and  two  ■!« 

d  JiOt  weighins 

:  together  S  kg.  (20  Ih),     Th.miUuid 

ill  charge  Bhali  be  tevoIvhI  for  2^,  hi 

f  20OO  rev.  per  hour.     The  doagh  Ihw 

f  omed  Bhall  then  be  removed,  and  3c 

'erag.  .ample  of  it  .hall  be  pUwd  a . 

metal  die.  2S  mm.  (O.OS  in.)  in  diame 

ler,  and  .uhiecl 

,cd  to  a  ptiMure  of  132  kg.  per  iq.  cm 

for  an  uutaat  in  a  hydraulic  preia. 

The  cylindric. 

eiactly  25  mm.  (0.B8  la.)  in  hclght- 

be  taken  is  luob  quantily  that  the 

2a  mm.  (0.08  in.)  in  height.     Five  au. 

ch  briquFEtn  .1 

lall  be  made  and  allowed  to  drr  in  (bl 

air  lor  ■  period  of  20  houra.  ahor  wUgh  they  .hall  h 

>e  heated  for  *  hour,  in  a  hol-air  onn 

at  a  temperature  ol  93.3'C.  (200'F.) 

,  and  then  eool 

led  in  a  doiiorator  for  20mip.     Thiai 

oyUndera  or  biiquelteB  .hidl  (hen  bo  1 

liine,  a.  follow*: 

The  machine  ihaU  be  arranged  ao  ll 

at  a  rate  of  10  to  70  per  nun,,  until  the  teit  piecl  faila,  which  ia  indicated  by  the  tailure  of 
the  plunger  or  hammer  to  rebound.  The  te.t  picee  ahall  be  placed  on  the  anvil  under  Itf 
plunger  without  lateral  lupport,  and  may  be  ta.teaed  in  place  on  the  anvil  by  a  drop  of 

failure  In  each  csk,  i.  the  result  to  be  reported,  and  i.  the  "coeSicient  of  eemaalatioa" 
CRUSHIKG  STRENGTH  OP  ROCK  OR  SLAG 
Cylinder,  shpjl  be  rut  from  a  tuitable  block  of  the  mnterial  to  be  teated,  each  of  wbth 
Wlindcia  ahull  be,  aa  nearly  as  praclitahlc.  S  cm    (2  in  )  in  diameter  and  10  em.  (4  JBl|| 
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lencth.  After  oattins,  the  dimenaioni  of  eaeh  cylinder  shall  be  ftoourstely  meaaured  and 
recorded.  Each  cylinder  ihall  then  be  subjected  to  compression,  and  the  ultimate  stress 
at  which  its  failure  occurs  shall  be  noted.  This  stress  divided  by  the  average  area  in  cross- 
section  of  the  cylinder  in  square  inches  shall  be  reported.  It  is  desirable  that  the  test  of 
the  material  shall  be  made  on  at  least  three  such  cylinders  separately,  and  the  average 
of  the  three  or  more  specimens  shall  be  taken  as  the  average  resistance  to  crushing  of 
the  material.  In  maldi^  the  test,  the  cylinder  shall  be  fixed  in  the  testing  machine  so  as 
to  be  unsupported  on  its  sides  and  rest  squarely  on  its  ends,  and  the  compressive  stress 
shall  be  applied  cumulatively.  The  ends  of  the  cylinder  shall  be  at  right  angles  to  its  long 
axis,  and  the  blocks  or  pieces  of  the  machine  in  contact  with  the  ends  of  the  cylinder  'and 
through  which  the  pressure  b  transmitted  shall  have  such  position  and  freedom  of  move- 
ment in  the  machine  as  will  insure  the  application  of  the  stress  directly  along  or  parallel 
to  the  long  axis  of  the  cylinder. 

MBCHANICAL  ANALYSIS  OF  BROKBN  STONB,  BROKBN  SLAG,  OR  GRAVBLi 

The  method  shall  consist  of,  first,  drsring  at  not  more  than  110*C.  (230*F.),  to  a  constant 
weight,  a  sample  weighing  in  pounds  six  times  the  diameter  in  inches  of  the  largest  holes  re- 
quired; second,  passing  the  sample  through  such  of  the  following  sised  screens  having 
circular  openings  as  are  required  or  called  for  by  the  specification,  the  screens  to  be  used  in 
the  order  named:  8.80  cm.  (3H  in-).  7.62  cm.  (3  in.),  6.35  cm.  (2>2  in).  508  cm.  (2  in.), 
3.81  cm.  (IH  in.),  3.18  cm.  (1>4  in.),  2.54  cm.  (1  in.).  1.90  cm.  {^i  in.).  1.27  cm.  (H  in.),  and 
0.64  cm.  (K  in.);  third,  determining  the  percentage  by  weight  retained  on  each  screen; 
fourth,  recording  the  mechanical  analysis  in  the  following  manner: 

Peroentage  passing  0.64-cm.  (K-in.)  screen — 

Percentage  passing  1.27-cm.  (H-in.)  screen  and  retained  on  0.64-cm.  (K-in.) 

screen ■■ 

Peroentage  passing  1.00-cm.  (K-in.)  screen  and  retained  on  1.27-cm.  (H-in.) 

screen — 

Percentage  passing  2.54-cm.   (1-in.)  screen  and  retained  on  1.00-cm.   (K-in.) 

scieen « 


100.00 


MBCHANICAL  ANALYSIS  OF  SAND  OR  OTHBR  FINB  HIGHWAY  MATERIAL 

The  method  shall  consist  of:  First,  drying  at  not  more  than  110*C.  (230**F.)  to  a  constant 
weight  a  sample  weighing  50  grams;  second,  passing  the  sample  through  each  of  the  following 
mesh  sieves,  the  sieves  to  be  used  in  the  order  named: 


Meshes  per  linear 

Diameter  of  wire 

inch  (2.54  cm.) 

Inches 

Millimeters 

10 

0.027 

0.6858 

20 

0.0165 

0.4191 

30 

0.01375 

0.34925 

40 

0.01025 

0.26035 

50 

0.009 

0.22865 

80 

0.00575 

0.1460 

100 

0.0045 

0.1143 

200 

0.00235 

0.05060 

third,  determining  the  percentage  by  weight  retained  on  each  sieve,  the  sifting  being  con- 
tinued on  each  sieve  until  less  than  1  per  cent,  of  the  weight  retained  on  each  sieve  shall  pass 

>  Method  adopted  in  1916  by  the  Am.  Soc.  for  Testing  Materials. 
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through  the  sieve  during  the  last  minute  of  sifting;  fourth,  recording  the  mechanical  analysis 
in  the  following  manner: 

Percentage  passing  200-me8h  sieve j ~ 

Percentage  passing  lOO-mesh  sieve  and  retained  on  200-me8h  sieve •> 

Percentage  passing    SO-mesh  sieve  and  retained  on  lOO-mesh  sieve * 

Percentage  passing    SO-mesh  sieve  and  retained  on    80-mesh  sieve ■■ 


100.00 


MECHANICAL  ANALYSIS  OF  MIXTURES  OF  SAND  OR  OTHER  FINE  HIGHWAY 
MATERIAL  WITH  BROKEN  STONE,  BROKEN  SLAG»  OR  GRAVEL 

The  method  shall  consist  of:  First,  drying  at  not  more  than  110*C.  (230*F.)  to  a  coostaat 
weight,  a  sample  weighing  in  pounds  six  times  the  diameter  in  inches  of  the  largest  hdei 
required:  second,  separating  the  sample  by  the  use  of  a  10-mesh  sieve  (Amtfiean  Soeisty 
for  Testing  Materials  standard  sieve);  third,  examining  the  portion  retained  on  the  lO-mesh 
sieve  in  accordance  with  the  method  for  making  a  "  Mechanical  Analysis  of  Broken  Stoat, 
Broken  Slag,  or  Gravel;"  fourth,  examining  the  portion  passing  the  10-meah  sieve  in  aeeocd- 
anoe  with  the  method  for  making  a  "Mechanical  Analysis  of  Sand  or  Other  Fine  Hi^wsr 
Material;"  fifth,  recording  the  mechanical  anal3ws  in  the  following  manner: 

Percentage  passing  200-me8h  sieve ■■ 

Percentage  p'assing  100- mesh  sieve  and  retained  on  200-mesh  sieve * 

Percentage  passing  SO-mesh  sieve  and  retained  on  lOO-mesh  sieve " 

Peicentage  passing  10- mesh  sieve  and  retained  on  20-mesh  sieve " 

Percentage  passing  0.64-cm.  (>^-in.)  screen  and  retained  on  10-meah  sieve " 

Percentage  passing  1.27-cm.  (j^-in.)  screen  and  retained  on  0.64-om.  (V^-in.) 

screen ■ 

Percentage  passing  1.00-cm.   (^i-in.)  screen  and  retained  on  1.27-cm.   (>j-in-) 

screen ■ 


.  100.00 

VOIDS  IN  MINERAL  AGGREGATES^ 

"The  voids  in  mineral  aggregates  shall  be  determined  by  the  Cone  Specific  Granty 
Method.  In  the  method  of  making  the  determination  of  voids,  as  hereinafter  described, 
there  shall  be  used  a  truncated  cone  made  of  No.  18,  B.  &  S.-gage  galvanised  steel  with 
caulked  seams,  and  having  the  following  dimensions:  over-all  diameter  of  bottom,  25.4 
cm.  no  in.);  over-all  height.  25.4  cm.  (10  in.);  inside  diameter  of  opening,  7.6  cm.  (3  in.). 
Tho  test  shall  be  made  in  the  following  manner:  First,  thoroughly  mix  the  aggregate  by  rul- 
ing on  paper;  second,  fill  the  cone  with  aggregates,  avoiding  segregation;  third,  compact 
aggregate  in  cone  by  oscillation  on  edge  of  cone  resting  on  wooden  floor,  wooden  box,  or 
block  of  wood,  and  use  cotton  waste  pressed  against  surface  of  aggregate  to  prevent  segre 
gation  during  oscillation;  fourth,  continue  to  add  aggregate  and  compact  until  the  cone  is  full 
of  thoroughly  compacted  aggregate,  which  process  will  require  from  300  to  500  oacillatiooi; 
fifth,  weigh  cone  with  aggregate;  sixth,  weigh  cone  empty;  seventh,  weigh  cone  full  of 
clean  water;  eighth,  determine  the  specific  gravity  of  aggregate;  ninth,  the  percentage  of 
voids  in  the  aggregate  shall  bo  calculated  by  the  following  formula: 


C—A 


Percentage  of  voids   ■■    f  1  —  T»_Zir7r) 


100 


in  whirh  A  =  the  weight  in  grams  of  the  cone;  B  —  the  weight  in  grams  of  the  cont  filW 
with  water;  C  =  the  weight  in  grams  of  the  cone  filled  with  compacted  aggregate;  Z>  •  ths 

specific  gravity  of  the  aggregate." 

»  Proposed  in  1915  by  Committee  D-4,  "Standard  Tests  for  Road  Materials,*'  of  tht 

Am.  Soc.  for  Testing  Materials. 
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RATTLBR  TBST  FOR  PAVING  BRICK 

Conttmction  of  the  Rattler 

Otntral  D—ign. — The  machine  shall  be  of  good  mechanical  oonatruction,  self-contained, 
shall  conform  to  the  following  details  of  material  and  dimensions,  and  shall  consist  of  barrel, 
frame,  and  driving  mechanisms  as  herein  described. 

The  Barrel. — The  barrel  of  the  machine  shall  be  made  up  of  the  head,  head-liners,  staves, 
and  stave-liners. 

The  Frame  and  Drivino  MeehaniMtn. — The  barrel  shall  be  mounted  on  a  cast-iron  frame 
of  sufficient  strength  and  rigidity  to  support  it  without  undue  vibration.  It  shall  rest  on  a 
rigid  foundation  with  or  without  the  interposition  of  wooden  plates,  and  shall  be  fastened 
thereto  by  bolts  at  not  less  than  four  points.  It  shall  be  driven  by  gearing  having  a  ratio  of 
driver  to  driven  of  not  less  than  one  to  four. 

The  Abrative  Charge. — The  abrasive  charge  shall  consist  of  cast-iron  spheres  of  two  sises. 
When  new,  the  larger  spheres  shall  be  9.52  cm.  (3.75  in.)  in  diameter  and  shall  weigh  approxi- 
mately 3.40  kg.  (7.5  lb.)  each.  Ten  spheres  of  this  sise  shall  be  used.  These  shall  be 
weighed  separately  after  each  ten  tests,  and  if  the  weight  of  any  large  sphere  falls  to  3.175 
kg.  (7  lb.),  it  shall  be  discarded  and  a  new  one  substituted;  provided,  however,  that  all  the 
large  spheres  shall  not  be  discarded  and  substituted  by  new  ones  at  any  single  time,  and 
that,  so  far  as  possible,  the  large  spheres  shall  compose  a  graduated  series  in  various  stages 
of  wear.  When  new,  the  smaller  spheres  shall  be  4.762  cm.  (1.875  in.)  in  diameter  and 
shall  weigh  approximately  0.43  kg.  (0.95  lb.)  each.  In  general,  the  number  of  small  spheres 
in  a  charge  shall  not  fall  below  245  nor  exceed  260.  The  collective  weight  of  the  large  and 
small  spheres  shall  be  as  nearly  136  kg.  (300  lb.)  as  possible.  No  small  sphere  shall  be  re- 
tained in  use  after  it  has  been  worn  down  ho  that  it  will  pass  a  circular  hole  4.45  cm.  (1.75 
in.)  in  diameter,  drilled  in  an  iron  plate  0.64  cm.  (>«  in.)  in  thickness,*  or  weigh  less  than  0.34 
kg.  (0.75  lb.).  Further,  the  small  spheres  shall  be  tested,  by  passing  them  over  the  above 
plate  or  by  weighing,  after  ten  tests,  and  any  which  pass  through  or  fall  below  the  specified 
weight,  shall  be  replaced  by  new  spheres;  provided,  further,  that  all  the  small  spheres  shall 
not  be  rejected  and  replaced  by  new  ones  at  any  one  time,  and  that,  so  far  as  possible,  the 
small  spheres  shall  compose  a  graduated  series  in  varioiis  stages  of  wear.  At  any  time  that 
any  sphere  is  found  to  be  broken  or  defective,  it  shall  at  once  be  replaced. 

The  iron  composing  these  spheres  shall  have  a  chemical  composition  within  the  following 
limits: 

Combined  carbon Not  less  than  2.50  per  cent. 

Graphitic  carbon Not  more  than_0.25  per  cent. 

Silicon Not  more  than  1.00  per  cent. 

Manganese Not  more  than  0.50  per  cent. 

Phosphorus Not  more  than  0.25  per  cent. 

Sulphur Not  more  thai^O.08  per  cent. 

Operation  of  the  Test 

The  Brick  Charge. — The  number  of  bricks  per  test  shall  be  ten  for  all  bricks  of  so-called 
"block-sise,"  having  dimensions  which  fall  between  20.32  and  22.86  cm.  (8  and  0  in.)  in 
length,  7.62  and  9.52  cm.  (3  and  3^  in.)  in  breadth,  and  9.52  and  10.8  cm.  (3H  and  4K  in.) 
in  thickness.  No  brick  should  be  selected  as  part  of  a  regular  test  that  would  be  rejected 
by  any  other  requirements  of  the  specifications  under  which  the  purchase  is  made.  {Note 
hy  Committee. — Each  brick  should  be  marked  by  small  holes  drilled  in  one  of  the  faces  of 
the  brick,  and  the  initial  weight  of  each  brick  composing  the  charge  should  be  determined.) 

Speed  arid  Duration  of  Hevolulion. — The  rattler  shall  be  rotated  at  a  uniform  rate  of  not 
less  than  29.5  nor  more  than  30.5  rev.  per  min.,  and  1800  revolutions  shall  constitute  the 
test.  A  counting  machine  shall  be  attached  to  the  rattler  for  recording  the  revolutions.  A 
margin  of  not  more  than  10  revolutions  will  be  allowed  for  stopping.  Only  one  start  and 
stop  per  test  is  generally  acceptable.  If,  from  accidental  causes,  the  rattler  is  stopped  and 
started  more  than  once  during  a  test,  and  the  loss  exceeds  the  maximum  permissible  imder 
the  specifications,  the  test  shall  be  discarded  and  another  made. 

1  Adapted  from  the  "Standard  Specifications  for  Paving  Brick,"  adopted  in  1915  by  the 
Am.  Soc.  for  Testing  Materials. 
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The  ScaUt.—Thf  I 
HDiitiTS  to  U.IT  sratDi  (0.5  oi.). 

T>u  flgiuUi,— Tbe  lou  ihall  bs  cilculiiled  in  percenUce  of  thu  inital  wcixbt  of  tbe  btick 
ETompmina  tba  rbargs.  In  weighing  thn  nlllcd  brir^lc.  moy  piece  wvi^hing  Itu  Ibu  O.li 
kf.  (1  lb.)  ihatl  bo  relroted.  (Nalt  bv  CmnniUii— The  iou  Cor  Eiich  bricic  should  ibo  br 
eslculiled  in  percentage  o[  tbe  imtiil  iwei|[ht  o[  SHch  brick  cgmpoaing  the  cbarie.) 

ABSORPTION  OF  WATER  BT  WOOD  BLOCKS  AFTER  TRBATHBKT 

Five  bloclu  of  Bvsrsie  Dbaneter  gball  be  heated  in  an  ovaa  lo  a  temperBlun  o(  1 IQ-C 
mo'F.)  lor  3  houn.  ihea  weighed,  and  immeracd  in  water  for  tbe  ume  leugth  of  line 
At  the  gad  of  thii  time,  they  ahall  be  taken  out,  wiped  dry.  and  weighed,  the  diffet«i» 
in  weight  before  and  after  immersioD,  caJoidated  on  the  weight  after  heating,  being  ibe 


For  umplinK,  aaalyiii.  and  toting  of  cement,  the  method*  deg 
lepurt  or  the  HpecUl  Comniiltee  oo  Unitqrm  Tesle  ol  Cement"  (Traf 
'I  (IS  12 J.  6115-606). 

TBSTS  OF  BITCMIMOnS  MATKRIALS 

It  is  reoommended  lliat  the  foUowiag  methoda  ter  pcrforniing  leais  o( 
le  adopted  m  ttandarda; 

SPECIFIC  GRAVITY 


For  Uquid  and  ■ 

emi-aolid  material. 

1.  some  1 

tUnda 

rd  form  of  pj 

Dr  aolid  malerlala,  tbe  nuspentiioii  r 

nelhod  I 

ibaU  b 

e  uud.     Material  knd  distilled  wattt 

.all  have  a  tempei 

nature  of  25 °C,  (77°F.). 

lo  be  ueed  .haU 

>1  a  fairly  heavy,  st 

raigbt-walled  glass  Inhe. 

Imm.  (2.7fiio,)  1 

gng  and  22  n,m.  (0.87S  in. 

)iBdii 

ameter,  groun 

d  to  recove  a  solid  glsa 

opper  with  a  hoi 

e  of  l.B-mm,  (O.Ofl 

13-in.)  hi 

ore,  in 

place  of  the 

ususl  capillarr  openiag. 

he  lower  part  of  ti 

lia  stopper  shall  be  1 

nade  concave  ii 

n  order  to  alloi 
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taken  as  100,  the  quantity  of  bitumen  having  been  determined  by  the  method  described 
under  the  heading  "Solubility  in  Carbon  Disulphide." 

CONSISTENCY 

The  "Engler  Viscosimeter/'  the  "New  York  Testing  Laboratory  Float,"  or  the  "Pene- 
trometer." shall  be  used,  as  practicable,  at  4*C.  (39»F.),  26*C.  (77"*F.),  and  46'C.  (IIS'F.). 

r    VISCOSITY  TEST 

The  viscosity  of  liquid  bituminous  materials  shall  be  determined  at  any  desired  tem- 
perature by  using  the  "En^er  Viscosimeter."  This  apparatus  consists  of  a  brass  vessel 
^or  holding  the  material  to  be  tested,  and  is  closed  by  a  cover.  To  the  conical  bottom  is 
fitted  a  conical  outflow  tube  exactly  20  mm.  (0.787  in.)  long,  with  a  diameter  of  2.9  mm. 
(0.114  in.)  on  top,  and  of  2.8  mm.  (O.llt)  in.)  on  the  bottom.  This  tube  is  closed  and 
opened  by  a  pointed  hardwood  stopper.  Pointed  metal  projections  are  placed  on  the  in- 
side of  the  vessel  at  equal  distances  from  the  bottom,  and  serve  for  measuring  the  charge 
of  material,  which  is  240  cu.  cm.  (8.116  os.).  A  thermometer  is  used  to  ascertain  the  tem- 
perature of  the  material  to  be  tested.  The  vessel  is  surrounded  by  a  brass  jacket,  'which 
holds  the  material  which  may  be  used  as  a  heating  bath,  either  water  or  cottonseed  oil, 
according  to  the  temperature  at  which  the  test  is  to  be  made.  A  tripod  serves  as  a  support 
for  the  apparatus,  and  abo  carries  a  ring  burner  by  which  the  bath  is  heated  directly.  The 
measuring  cylinder,  having  a  capacity  of  100  cu.  cm.  (3.381  os.),  which  is  sufficiently  accurate 
for  work  with  road  materials,  is  placed  directly  under  the  outflow  tube. 

As  all  viscosity  determinations  should  be  compared  with  that  of  water  at  25'*C.  (77*F.), 
the  apparatus  shall  have  been  previously  calibrated  as  follows:  The  cup  and  outlet  tube  shall 
first  be  scrupulously  cleaned.  A  piece  of  soft  tissue  paper  is  convenient  for  cleaning  the 
tube.  The  stopper  shall  then  be  inserted  in  the  tube,  and  the  cup  shall  be  filled  with  water 
at  25 *C.  (77*F.)  to  the  top  of  the  projections.  The  measuring  cylinder  shall  be  placed 
directly  under  the  outflow  tube  so  that  the  material,  on  flowing  out,  will  not  touch  the 
sides.  The  stopper  shall  then  be  removed  and  the  time  required,  both  for  50  and  100  cu. 
em.  (1.001  and  3.381  os.)  to  run  out,  shall  be  ascertained  by  using  a  stop-watch.  The 
results  thus  obtained  shall  be  checked  a  number  of  times.  The  time  required  for  50  cu. 
om.  (1.601  OS.)  of  water  should  be  about  11  sec,  and  for  100  cu.  cm.  (3.381  os.)  about 
22.8  sec. 

Bituminous  materials  shall  be  tested  in  the  same  manner  as  water,  and  the  temperature 
at  which  the  test  is  made  shall  be  controlled  by  the  bath.  The  material  shall  be  brought 
to  the  desired  temperature  and  maintained  there  for  at  least  3  min.  before  making  the  test. 
The  results  are  expressed  as  specific  viscosity  compared  with  water  at  25 'C.  (77**F.),  as 
foUows: 

Specific  viscosity  at "C.  for c.c. 

second  for  passage  of  given  volume  at ^°C. 

seconds  for  passage  of  same  volume  of  water  at  25°C.  (77**  Fahr.)' 

FLOAT  TEST 

The  float  apparatiis  consists  of  two  parts,  an  aluminum  float  or  saucer  and  a  conical 
brass  collar.  The  two  parts  are  made  separately,  so  that  one  float  may  be  used  with  a 
number  of  brass  collars. 

In  making  the  test,  the  brass  collar  shall  be  placed  with  the  small  end  down  on  the  brass 
plate,  which  shall  have  been  previously  amalgamated  with  mercury  by  rubbing  it  first  with 
a  dilute  solution  of  mercuric  chloride  or  nitrate  and  then  with  mercury.  A  small  quantity 
•  of  the  material  to  be  tested  shall  be  heated  in  the  metal  spoon  until  quite  fluid,  with  care 
that  it  shall  suffer  no  appreciable  loss  by  volatilisation  and  that  it  shall  be  kept  free  from 
air  bubbles.  It  shall  then  be  poured  into  the  collar  in  a  thin  stream  imtil  slightly  more 
than  level  with  the  top.  After  the  material  has  cooled  to  room  temperature,  the  surplus 
may  be  removed  with  a  spatula  blade  which  has  been  slightly  heated.  The  collar  and 
plate  shall  then  be  placed  in  one  of  the  tin  cups  containing  ice  water  maintained  at  5*C. 
(41*F.),  and  left  in  this  bath  for  15  min.  Meanwhile,  the  other  cup  shall  be  filled  about 
three-fourths  full  of  water  and  placed  on  the  tripod,  and  the  water  shall  be  heated  to  any 
temperature  desired  for  the  test.  This  temperature  shall  be  accurately  maintained,  and 
■hall  at  no  time  throughout  the  entire  test  be  allowed  to  vary  more  than  0.5*C.  (0.0*F.) 
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of  mercuric  chloride  or  nitrate,  after  which  the  mercury  is  rubbed  into  the  surface.  By  this 
means  the  bituminous  material  is,  to  a  considerable  extent,  prevented  from  sticking  to  the 
sides  of  the  mould.  The  hot  material  shall  slightly  more  than  fill  the  mould,  and,  when 
cooled,  the  excess  shall  be  cut  off  with  a  hot  spatula. 

After  cooling  to  room  temperature,  the  cube  shall  be  removed  from  thelnould  and  fastened 
on  the  lower  arm  of  a  No.  10  wire  (B.  &  S.  gage),  bent  at  right  angles  at  one  end  and  sus- 
pended beside  a  thermometer  in  a  covered  Jena  glass  beaker  having  a  capacity  of  400  cu. 
cm.  (13.526  os.),  which  shall  be  placed  in  a  water  bath,  or,  for  high  temperatures,  a  cotton- 
seed-oil bath.  The  wire  shall  be  passed  through  the  center  of  two  opposite  faces  of  the 
cube,  which  shall  then  be  suspended  with  its  base  25.4  mm.  (1  in.)  above  the  bottom  of 
the  beaker.  The  water  or  oil  bath  shall  consist  of  an  800-cu.  cm.  (27.05 1-os.)  low-form 
Jena  glass  beaker,  suitably  mounted  for  the  application  of  heat  from  below.  The  beaker  in 
which  the  cube  is  suspended  shall  be  of  the  tall-form  Jena  type,  without  lip.  The  metal 
cover  shall  have  two  openings.  A  cork,  through  which  passes  the  long  arm  of  the  wire, 
shall  be  inserted  in  one  hole  and  the  thermometer  in  the  other.  The  bulb  of  the  thermometer 
shall  be  just  level  with  the  cube  and  at  an  equal  distance  from  the  side  of  the  beaker.  In 
order  that  a  reading  of  the  thermometer  may  be  made,  if  necessary,  at  the  point  which 
passes  tlirough  the  cover,  the  hole  shall  be  triangular  and  covered  with  an  ordinary  object 
glass  through  which  the  stem  of  the  thermometer  may  be  seen.  Readings  made  through 
this  glass  shall  be  calibrated  to  the  angle  of  observation,  which  may  be  made  constant  by 
sighting  always  from  the  front  edge  of  the  opening  to  any  given  point  on  the  stem  of  the 
thermometer  below  the  cover. 

After  the  test  specimens  shall  have  been  placed  in  the  apparatus,  the  liquid  in  the  outer 
vessel  shall  be  heated  in  such  a  manner  that  the  thermometer  registers  an  increase  of  6*C. 
(0*F.)  per  min.  The  temperature  at  which  the  bituminous  material  touches  a  piece  of 
paper  placed  in  the  bottom  of  the  beaker  shall  be  taken  as  the  melting  point.  Determina- 
tions made  in  the  manner  described  shall  not  vary  more  than  2*C.  (d.d'F.)  for  successive 
trials  on  the  same  material.  At  the  beginning  of  thb  test  the  temperature  of  both  bitumi- 
nous material  and  bath  shall  be  approximately  at  25*0.  (77**F.). 

RING  AlTD  BALL  MBTHOD  FOR  ASPHALT  CBMB1ITS> 

The  apparatus  shall  consist  of  a  brass  ring,  15.875  mm.  (^ii  in.)  in  diameter,  6.35  mm. 
(K  in-)  deep,  2.38125  mm.  (Hs  in.)  wide,  suspended  25.40  mm.  (1  in.)  above  bottom  of  a 
bealrer;  a  steel  ball,  0.525  mm.  (H  in.)  in  diameter,  weighing  between  3.45  and  3.50  grams;  a 
standardised  thermometer;  a  glass  beaker,  approximately  OOO-c.c.  capacity. 

Carefully  melt  the  sample  and  fill  the  ring  with  material  to  be  tested.  Remove  any 
excess.  Place  ball  in  center  of  ring  and  suspend  in  beaker  containing  approximately  400 
c.c.  of  water  at  a  temperature  of  5*C.  (41''F.).  Arrange  thermometer  bulb  within  >3  in.  of 
sample  and  at  same  level.  Apply  heat  uniformly  over  bottom  of  beaker  in  quantity  sufficient 
to  raise  temperature  5''C.  (9*F.)  per  min.  Record  temperature  at  starting  test  and  every 
minute  thereafter  until  test  is  completed.  The  rate  of  heating  is  very  important.  Soften- 
ing point  is  temperature  at  which  specimen  has  dropped  1  in.  Successive  tests  should 
average  within  S'C.  For  temperatures  above  95 *C.,  glycerin  shall  be  used  instead  of 
water. 

LOSS  ON  BVAPORATION> 

The  amount  lost  by  oils  and  asphaltic  compounds  when  they  are  heated  in  an  oven  at  a 
tempe.ature  of  163*C.  (325*F.)  plus  or  minus  I'C.  (2*F.)  shall  be  deterirJned  by  heating  50 
grams  of  the  water-free  substance  contained  in  a  flat-bottomed  dish,  the  inside  dimensions 
of  which  are  approximately  2^«  in.  in  diameter  and  1^  in.  deep  (3-os.  Gill  style  ointment 
box,  deep  style)  for  5  hours.  The  oven  in  which  the  substance  is  heated  shall  be  brought 
to  the  prescribed  temperature  before  the  sample  is  introduced,  and  the  temperature  of  the 
sample  under  t<at  shall  be  regarded  as  that  of  a  similar  quantity  of  the  same  material  im- 
mediately adjoinging  it  in  the  oven,  in  which  the  bulb  of  a  standardised  thermometer  is 
immersed.  The  oven  may  be  either  of  circular  or  rectangular  form,  and  the  source  of 
heat  either  gas  or  electricity.  Tnc  samples  under  test  shall  rest  in  the  «ame  relative  position 
in  a  single  row  on  a  perforated  circular  shelf,  9%  in.  in  diameter,  suspended  by  a  vertical 

*  Proposed  in  1016  by  Committee  r)-4,  "Htandard  Tests  for  Road  Materials,"  of  the 
Am.  Soc.  for  Testing  Materials. 

»  Adopted  in  1916  by  the  Am.  Soo.  for  Testing  Materials 
31 
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■hAft  midway  in  the  arm,  which  is  revolTed  by  mfxrhaiwml  mhim  at  tha  rata  of  from  5  to 
6  rev.  per  min.  (Note. — If  additioDal  periods  of  beatinc  are  deaired,  it  is  reeomnMaded 
that  they  be  made  in  suocessive  increments  of  5  hoots  eaeh.)  If  the  rendoe  after  besting 
is  to  be  tested  for  penetration,  the  sample  should  be  thoroni^ly  mixed  by  stininc  astfl  it 
is  cool,  and  thereafter  manipulated  in  accordance  with  the  direetaooa  of  the  standard  tait 
for  penetration  of  bituminous  materials. 

DISTILLATIOHi 

Note. — Equivalents  in  English  units  have  been  added  by  the  £^>ecial  Committee  as 
Materiab  for  Road  Construction. 

Samj^ing. — The  sample  as  received  shall  be  thoroochly  stirred  and  acitafted,  warmlnc  if 
necessary,  to  insure  a  complete  mixture  before  the  portion  for  analyaia  ia  removed. 

Dehydration. — If  the  presence  of  water  is  suspected,  or  known,  the  matarial  sbsO  be 
dehydrated  before  distillation.  About  500  cu.  em.  (16.M7  os.)  of  the  material  is  placed  is 
an  800-cu.  cm.  (27.051-os.)  copper  still  provided  with  a  distilling  head  connected  with  a 
water-cooled  condenser.  A  ring  burner  is  used,  starting  with  a  small  flame  at  the  top  of 
the  still,  and  gradually  lowering  it,  if  necessary,  until  all  the  water  has  been  drivm  off. 
The  distillate  is  collected  in  a  200-cu.  cm.  separatory  funnel  with  the  tube  cut  off  doee  to 
the  stop-cock.  When  all  the  water  has  been  driven  ovw  and  the  distillate  has  settled  oat. 
the  water  is  drawn  off  and  the  oils  are  returned  to  the  residue  in  the  still.  The  contents  of 
the  still  shall  have  cooled  to  below  lOO'C.  (212*F.)  before  the  oils  are  returned,  and  they 
shall  be  well  stirred  and  mixed  with  the  residue. 

Apparatus. — The  apparatus  shall  consist  of  the  following  standard  parts: 

(a)  Flask. — The  distillation  flask  shall  be  a  250-cu.  cm.  Engler  distilling  flask,  having  the 
following  dimensions: 

Diameter  of  bulb 8.0  cm.  (3. 150  in.) 

Length  of  neck 15.0  cm.  (5. (MM  in.) 

Diameter  of  neck 1.7  cm.  (0. 670  in.) 

Surface  of  material  to  lower  side  of  tubulature 11.0  cm.  (4.331  in.) 

Length  of  tubulature 15.0  cm.  (5. (MM  in.) 

Diameter  of  tubulature 0.9  cm.  (0.354  in.) 

Angle  of  tubulature 75* 

A  variation  of  3  per  cent,  from  the  foregoing  measurements  will  be  allowed. 

(b)  ThermomeUr. — The  thcritiometer  shall  conform  to  the  following  requirements: 

It  shall  be  made  of  thermometric  glass  of  a  quality  equivalent  to  suitable  grades  of  Jens 
or  Corning  make.  It  shall  be  thoroughly  annealed.  It  shall  be  filled  above  the  mercory 
with  inert  gas  which  will  not  act  chemically  on  or  contaminate  the  mercury.  The  preaeiuv 
of  the  gas  shall  be  sufficient  to  prevent  separation  of  the  mercury  column  at  all  temperstum 
of  the  scale.  There  shall  be  a  reservoir  above  the  final  graduation  large  enough  so  thst  the 
pressure  will  not  become  excessive  at  the  highest  temperature.  The  thermometer  shall  be 
finished  at  the  top  with  a  small  glass  ring  or  button  suitable  for  attaching  a  tag.  Esch 
thermometer  shall  have  for  identification  the  maker's  name,  a  serial  number,  and  the 
letters  "A.  8.  T.  M.  Distillation." 

The  thermometer  shall  be  graduated  from  0  to  400*C.  at  intervals  of  1*C.  Every  fifth 
graduation  shall  be  longer  than  the  intermediate  ones,  and  every  tenth  graduation  be- 
ginning at  sero  shall  be  numbered.  The  graduation  marks  and  numbers  shall  be  dear-cat 
and  distinct. 

The  thermometer  shall  conform  to  the  following  dimensions: 

Total  length,  maximum 385  mm. 

Diameter  of  stem 7  mm.;  permissible  variation,  0.5  mm. 

Diameter  of  bulb,  minimum 5  mm.;  and  shall  not  exceed  diameter 

of  stem. 

I.«ngth  of  bulb 12. 5  mm.;  permissible  variation,  2.5  mm. 

Distance  from  0°  to  bottom  of  bulb 30  mm.;  permissible  variation,  5  mm. 

Distance  from  0**  to  400" 295  mm.;  permissible  variation,  10  mm. 

>  Adopted  in  1910  by  the  Am.  Soc.  for  Testing  Materials. 
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The  aoouraoy  of  the  thermometer  when  delivered  to  the  purchaser  shall  be  such  that 
when  tested  at  full  immersion  the  maximum  error  from  0  to  200*C.  shall  not  exceed  the 
following: 

From      0  to  200»C 0.5»C. 

From  200  to  300*C l.O^C. 

From  300  to  376*C 1.5'C. 

The  sensitiveness  of  the  thermometer  shall  be  such  that  when  cooled  to  a  temperature 
of  74 *C.  below  the  boiling  point  of  water  at  the  barometric  pressure,  at  the  time  of  test, 
and  plunged  into  free  flow  of  steam,  the  meniscus  shall  pass  the  point  10*C.  below  the 
boiling  point  of  water  in  not  more  than  6  sec. 

The  thermometer  shall  be  set  up  as  for  the  distillation  test,  using  water,  naphthalene,  and 
bensophenone  as  distilling  liquids.  The  correctness  of  the  thermometer  shall  be  checked 
at  0  and  100*C.  after  each  third  distillation  until  seasoned. 

(e)  Condenter. — The  condenser  tube  shall  have  the  following  dimensions: 

Length 500  mm.  (19.685  in.) 

Width 12  to    15  mm.  (0.472  to  0.591  in.) 

Width  of  adaptor  end 20  to    25  mm.  (0.787  to  0.984  in.) 

(d)  Standa. — Two  iron  stands  shall  be  provided,  one  with  a  universal  clamp  for  holding 
the  condenser,  and  one  witn  a  light  grip  arm  with  a  cork-lined  clamp  for  holding  the  flask. 

(«)  Burner  and  Shield. — A  bunsen  burner  shall  be  provided,  with  a  tin  shield,  20  cm. 
(7.784  in.)  long  and  9  cm.  (3.543  in.)  in  diameter.  The  shield  shall  have  a  small  hole 
through  which  to  observe  the  flame. 

(f)  Cylindere. — The  cylinders  used  in  collecting  the  distillate  shall  have  a  capacity  of 
25  cu.  om.  (0.845  os.),  and  shall  be  graduated  in  tenths  of  a  cubic  centimeter. 

Setting  up  the  Apparattu. — The  apparatus  shall  be  set  up,  the  thermometers  being  placed 
so  that  the  top  of  the  bulb  is  opposite  the  middle  of  the  tubulature.  All  connections  shall 
be  tight. 

Method. — One  hundred  cubic  centimeters  (3.381  os.)  of  the  dehydrated  material  to  be 
tested  shall  be  placed  in  a  tared  flask  and  weighed.  After  adjusting  the  thermometer, 
shield,  condenser,  etc.,  the  distillation  is  commenced,  the  rate  being  regulated  so  that  1 
cu.  cm.  (0.034  os.)  passes  over  every  minute.  The  receiver  is  changed  as  the  murcury 
column  just  passes  the  fractionating  point. 

Up  to  llO'C.  (230T.) 
IIO'C.  to  170*C.  (338*F.) 
170*C.  to  235°C.  (455°F.) 
235*C.  to  270'C.  (518*F.) 
270»C.  to  300»C.  (572»F.) 

To  determine  the  quantity  of  residue,  the  flask  is  weighed  again  when  distillation  is  com- 
plete. During  the  distillation  the  condenser  tube  shall  be  warmed  when  necessary,  in 
order  to  prevent  the  deposition  of  any  sublimate.  The  percentages  of  fraction  should  be 
reported,  both  by  weight  and  by  volume. 

DUCTILITY 

A  briquette  of  the  material  to  be  tested  shall  be  formed  by  pouring  the  molten  material 
into  a  briquette  mould.  The  dimensions  of  the  briquette  shall  be:  1  cm.  (0.394  in.)  in  thick- 
ness throughout  its  entire  length;  distance  between  the  clips  or  end  pieces.  3  cm.  (1.181  in.); 
width  of  asphalt  cement  section  at  mouth  of  clips,  2  cm.  (0.787  in.);  width  at  minimum 
cross-section,  half  way  between  clips,  1  om.  (0.394  in.).  The  center  pieces  are  removable, 
the  briquette  mould  being  held  together  during  moulding  with  a  clamp  or  wire. 

The  moulding  of  the  briquette  shall  be  done  as  follows;  The  two  center  sections  shall  be 
well  amalgamated  to  prevent  the  asphalt  cement  from  adhering  to  them,  and  the  briquette 
mould  shall  then  be  placed  on  a  freshly  amalgamated  brass  plate.  The  asphalt  cement  to  be 
tested,  while  in  a  molten  state,  shall  be  poured  into  the  mould,  a  slight  excess  being  added 
to  allow  for  shrinkage  on  cooling.     When  the  asphalt  cement  in  the  mould  is  nearly  cool. 
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SOLUBILITY  IR  PETROLEUM  NAPHTHA. 

I.  cm  C3.3S1  oij  witbSS*  B«.  petroleum  naphtha  (boiliDCpoint  between  40°C.  (tD4'F.l 
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ircentsge  of  solubility  shall  be  ealculnted. 


FIXED  CARBON 
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SPBOFIC  ORAVITT  AT  M*C.  OF  WOOD  BLOCK  PRBSXRYATIVBt 

A  ■tandArdised  hydrometer  thAll  be  uaed.  A  set  of  two  with  rangee  1.00  to  1.08,  and 
1.07  to  1.15  will  tuffioe.  Before  taking  the  epecific  gravity,  the  oil  in  the  cylinder  ehoiild  be 
stirred  thoroughly  with  a  glaas  rod,  and  thie  rod  when  withdrawn  from  the  liquid  ahould 
•how  no  solid  particles  at  the  instant  of  withdrawal.  Care  should  be  taken  that  the  hydrom- 
eter does  not  touch  the  sides  or  bottom  of  the  cylinder  when  the  reading  is  taken,  and  that 
the  oil  surface  is  free  from  froth  and  bubbles.  If  the  specific  gravity  is  determined  at  a 
higher  temperature  than  desired,  correction  should  be  made  by  adding  0.0008  to  the  reading 
for  each  degree  centigrade  excess  of  temperature. 

SOLUBIUTT  nr  BBNZOL  OR  CHLOROFORM  OF  WOOD  BLOCK  PRBSXRVATITB 

From  5  to  10  grams  of  the  water-free  oil  is  weighed  out  into  a  weighed  100-c.e.  (3.38>-os.) 
beaker;  60  o.c.  (1.60  os.)  of  the  solvent  is  added,  and  the  solution  is  passed  throogb  a  wci^ted 
9-cm.,  C.  8.  and  8.,  No.  575  filter  paper  in  a  short-stemmed  funnel,  the  filtrate  being 
into  the  flask  to  be  subsequently  used  for  the  hot  extraction.  The  beaker  is  washed 
from  all  soluble  matter,  dried,  and  weighed.  The  funnel,  with  filter  paper  and  eoBtents, 
is  then  placed  in  a  N.  Y.  T.  L.  or  Underwriter's  form  of  glass  extraction  apparatus,  aad  heat 
is  applied  from  a  water-bath  or  hot  plate  until  the  extraction  is  complete  and  the  filtrate 
runs  through  colorless.  The  filter  and  contents  are  then  dried  and  weighed.  The  ia- 
crease  in  weight  is  added  to  the  increase  in  weight  of  the  beaker,  if  any,  the  result  beiag  the 
weight  of  the  insoluble  matter.  The  weight  of  the  insoluble  matter  thus  foond  is  sub- 
tracted from  the  weight  of  the  material  taken  for  analjrsis.  The  difference  in  weight  is 
the  weight  of  the  soluble  matter,  from  which  the  percentage  is  calculated. 

WATBR  COHTBHT  OF  WOOD  BLOCK  PRB8BRVATIVB 

From  250  to  300  c.e.  (8.45  to  10.14  os.)  of  the  oil  is  weighed  out  into  a  500-c.c.  gUas  retort, 
or  into  a  small  copper  still,  provided  with  a  distilling  head.  Heat  is  applied  with  a  ring 
burner,  starting  with  a  small  flame  at  the  top  of  the  still,  and  gradually  lowering  it  until 
all  the  water  has  been  driven  off.  The  distiHat^  of  oil  and  water  is  coUectad  in  a  graduated 
separatory  funnel,  the  volume  of  water,  in  cubic  centimeters,  is  read,  and  its  peroeitta^ 
computed  by  volume.  The  water  b  then  drawn  off  and  the  oils  are  returned  to  the  residue 
in  the  stiU.  The  contenU  of  the  still  shall  have  cooled  to  below  100*C.  (212*F.)  before  the 
oils  are  rettimed.  and  they  shall  be  well  stirred  and  mixed  with  tne  residue. 

DISTILLATIOH  TEST  FOR  WOOD  BLOCK  PRBSBRVATHrBs 

Apparatus  for  DisrtHitieu  Teat 

RHart. — This  shall  be  a  tubulated  Jena  glass  retort  of  the  usual  form,  with  a  capacity 
of  250  to  290  c.c.  (8.45  to  9.8  ox.}.  The  capacity  shall  be  measured  by  placing  the  retort 
with  the  bottom  of  toe  bulb  and  the  end  of  the  offtake  in  the  same  horiaontal  plane,  and 
pouring  water  into  the  bulb  through  tne  tubulature  until  it  overflows  the  offtake.  The 
quantity  remaining  in  tbe  bulb  shaU  be  considered  as  its  capacity. 

Skidd. — An  asbestos  stiield  shaU  be  used  to  protect  the  retort  from  air  currents  and  to 
prevent  radiation.  Tiiic  may  be  covered  with  galvanised  iron,  as  such  an  arrangenvent  is 
more  convenient  and  more  peruisneut. 

fiecetper«. — Erlenmeyer  flask*  of  from  50  to  100  c.c.  capacity  are  of  the  most  convenient 
form. 

Thermometer. — Tne  Uiermunieter  sUiJl  be  of  glass,  weU  annealed,  and  shall  undergo 
BO  serious  change  at  the  scro  imiitt  wiieu  lieated  up  to  400''C.  T\m  space  above  the  mercury 
^*«lff»witi  siiaU  be  filled  with  ^wt,  «itii«r  carbou  dioxide  ur  nitrofcen,  and  the  thermooMtar  i^all 
have  an  expatisiuu  chamb«r  at  tta*  top.  7'he  e<*ttle  shall  read  from  0  to  400*^..  in  graduations 
of  1*C.,  which  shall  be  4a<'hed  ou  the  uteui.  The  tip  of  the  thermometer  shall  carry  a  ring 
for  the  purpose  of  atla<;liiti>r  ta>;i9.     'J'he  thermometer  ohall  have  the  following  dimensions: 

>  Mo<Uficatiou  of  iitt'thod  propu(»eU  iu  1V15  by  Committee  D-7  ou  "  Standard  Bpecifioations 
for  Timber,"  of  the  Am.  .Soc.  for  Tuntiug  Material*. 

s  Modification  of  method  propodod  io  1916  by  Committee  D-7  on  "Btandard  Bpeoifica- 
tions  for  Timber,"  of  the  Am.  Soc.  for  Testing  Materials. 
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Total  ksctli,  375  mni.;  toleraaee,  10 

Bolb  lenfttli,  14  mwa.',  tolcraaee,  1 

DwtMkee  from  aero  mark  to  bottom  of  bulb.  30 

Scale  lenctb  from  aero  mark  to  400*0..  2d5 

Diameter  of  stem,  7  mm. ;  toieraaee.  1  mm. 

Diameter  of  bolb,  6  mm. ;  tolerance,  1  mm. 

Wbeo  ateadardiied.  the  aceuracy  of  aoefa  ataiidardiaatMa 


■hoaidbcM 


Up  to  200»C. to  tkt 

2(P0io300*C to  tkt 

300  to  3flO*C to  tkt 


Asaembfiac  for  Diatillatiea  Teat 

The  retort  shall  be  supported  on  a  tripod  or  riacs  over  two  abecta  off 
15.24  em.  (6  in. )  square.  It  shall  be  connected  to  the  condenser  tube  by  a  ti^t  eork  joiat 
The  thermometer  shall  be  inserted  throoch  a  eork  in  the  tubulature,  vitb  the  bottoa  d 
the  bulb  1.27  em.  {\i  in.)  from  the  surface  of  tne  oil  in  the  retort.  The  exact  locatioa  of  tha 
thermometer  bulb  shall  be  determined  by  tracing  a  vertical  rule,  graduated  in  diviaom 
not  exceeding  0.16  em.  (H«  i»)t  back  of  the  retort  vhen  the  latter  in  in  poaitioB  lor  tht 
test,  and  sighting  the  level  of  the  liquid  and  the  point  for  the  bottom  of  tbe 
bulb.  The  distance  from  tbe  bulb  of  the  thermoraeto-  to  the  outlet  end  of  tlie 
tuoe  shall  be  not  more  than  60.96  cm.  (24  in.)  nor  leas  than  50.8  em.  (20  in.).  The  tmratr 
should  be  protected  from  drafts  by  a  suitable  shield  or  chimney. 


Distillation  Test 

Exactly  100  gi ams  of  oil  shall  be  weighed  into  the  retort,  the  apparatus  shall  be  aasemMed 
and  beat  applied.  The  distillation  shall  be  conducted  at  the  rate  ci  at  least  one  drop,  sad 
not  more  than  two  drops,  per  second,  and  the  distillate  collected  in  weighed  receivers.  The 
condenser  tube  shall  be  warmed  whenever  necessary,  to  |M«vent  accumulation  of  solid 
distillates.     Fractions  shall  be  collected  at  the  following  points: 

Up  to  170'C.  (338T.),  170-200°C.  (338-392»F.).  200-210'C.  (392-410T.).  210-235T. 
(410-455T.),  235-270'C.  (455-518T.),  270-300'C.  (518-572T.),  300-315'C.  (572-599'F.>, 
315-355'C.  (599-67rF). 

The  receivers  shall  be  changed  as  the  mercury  passes  the  dividing  temperature  i<x  eadi 
fraction.  The  last  receiver  shall  be  removed  at  SSS^C.  (671*F.),  and  drainage  from  the 
condenser,  etc.,  shall  not  be  considered  as  part  of  the  fraction.  For  weighing  the  receiverf 
and  fractions,  a  balance  accurate  to  at  least  0.05  gram  shall  be  used.  During  the  progress 
of  the  distillation  the  thermometer  shall  remain  in  its  original  position.  No  correction  shall 
be  made  for  the  emergent  stem  of  the  thermometer. 

When  any  measurable  quantity  of  water  is  present  in  the  distillate,  it  shall  be  separated 
as  nearly  as  possible  and  reported  separately,  all  results  being  calculated  on  a  basis  of  dry 
oil.  When  more  than  2  per  cent,  of  water  is  present,  water-free  oil  shall  be  obtained  by 
separately  distilling  a  larger  quantity,  returning  any  oil  carried  over  with  the  water,  and 
uAing  dried  oil  for  the  final  distillation.  A  copper  tar  still  is  a  convenient  implement  for 
obtaining  water-free  oil. 

DISCUSSION 

E.  Dow  Oilman,*  Assoc.  M.  Am.  Soc.  C.  E.  (by  letter). — Referring  to  page  470,  on  the 
subject  "Abrasion  Test  for  Broken  Stone  or  Broken  Slag,"  the  writer  notes  that  the  specifica- 
tions for  this  test  as  adopted  in  1908  by  the  American  Society  for  Testing  Materials  have 
been  adopted  in  the  report  of  the  Committee.  These  specifications  provide  that  the  sample 
to  be  tested  shall  consist,  as  nearly  as  possible,  of  50  pieces  of  the  broken  stone,  the  total 
weight  of  which  shall  be  within  10  grams  of  5  kilograms.  Under  the  conditions  thus  stated, 
the  sample  may  consist  of  broken  stone  the  individual  pieces  of  which  may  be  of  widely 
varying  size  and  weight.  That  a  sample  composed  of  50  pieces  of  nearly  \miform  sise  will 
give  different  results  from  those  obtained  with  a  sample  composed  of  50  pieces  some  of 
which  are  small  and  others  largo  would  seem  to  require  no  proof. 
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Several  years  ago  the  writer  made  abrasion  tests  on  a  shipment  of  trap  roek.  An  attempt 
was  made  to  check  results  by  duplicating  tne  tests  on  other  samples  taken  from  the  same 
shipment.  Three  separate  tests  were  made  on  as  many  different  samples,  each  of  which 
was  carefully  prepared  aoeording  to  the  specifications  just  stated.  Such  varsring  results  were 
secured  that  the  writer  was  not  satisfied  to  submit  any  one  or  the  average  of  the  French 
coeflficients  thus  obtained.  New  samples  were  prepared,  each  consisting  of  60  pieces  of 
the  broken  stone  and  with  the  added  specification  that  no  single  piece  should  weigh  less  than 
90  or  more  than  110  grams,  and  that  any  piece  of  a  shape  noticeably  different  from  the 
general  shape  of  the  entire  lot  should  be  eliminated.  The  total  weight  of  the  sample  was 
within  10  grams  of  5  kilograms,  as  before.  The  results  were  remarkably  more  consistent 
than  with  the  other  samples,  and  were  so  close  together  that,  considering  the  unavoidable 
factors  in  a  test  of  this  nature,  one  would  be  warranted  in  submitting  an  average  as  the 
probable  coefficient  of  the  material  at  hand. 

The  objection  to  this  added  clause  b  the  care  required  to  prepare  a  sample  and  the  quantity 
of  material  required  from  which  to  take  one.  In  spite  of  this  objection,  the  writer  is  in- 
clined to  believe  that,  if  results  secured  by  the  abrasion  test  have  any  practical  significance 
whatever,  the  test  must  be  worthy  of  the  slight  extra  labor  involved.  It  seems  to  be  a  ques- 
tion whether  the  operation  of  the  Deval  machine  for  more  than  5  hours  and  the  labor  in 
washing  and  drying  the  sample  before  and  after  the  test  are  worth  the  time  and  energy,  if 
the  results  of  two  or  more  samples  of  the  same  material  are  not  reasonably  close.  Even 
with  the  utmost  care,  the  tests  for  abrasion,  hardness,  toughness,  and  cementing  value,  give 
results  that  are  rough  and  that  can  be  taken  as  no  more  than  a  preliminary  guide  in  passing 
judgment  on  the  usefulness  of  a  material.  With  the  limited  use  that  at  present  is  made 
of  the  results  of  these  tests,  it  would  be  unwise  to  burden  them  with  too  many  refinements, 
but  the  writer  submits  the  suggestion  here  made  in  the  belief  that  greater  reliance  can  be 
placed  on  comparative  results  thus  obtained.  This  fact  is  apparently  acknowledged  in  the 
specifications  for  the  abrasion  test  of  gravel,  immediately  following,  which,  under  Method 
No.  2,  insures,  at  least  to  a  degree,  the  uniformity  of  separate  samples. 

The  writer  regrets  that  the  data  secured  in  the  tests  which  he  made  are  not  available,  so 
that  by  actual  figures  he  might  show  comparisons  of  the  methods;  but  he  believes  that  the 
point  in  question  can  be  raised  without  these  figures,  and  that  the  matter  is  worthy  of  con- 
firmatory investigation,  with  possible  modification  in  the  outline  of  the  test  at  some  later 
date. 

J.  O.  Prbston.i  Jun.  All.  See.  C.  E.  (by  letter). — The  Committee,  on  page  439,  invites 
information  on  the  subject  of  "proper  methods  of  sampling  highway  materials."  This  work 
is  usually  done  in  the  field  by  inspectors  who  may  or  may  not  have  written  laboratory 
instructions.  The  instructions  usually  convey  to  the  inspector  a  notion  of  the  need  for  an 
average  sample.  It  has  been  the  writer's  experience  that  the  "average"  notion  is  much 
overworked. 

Materials  that  vary  between  extreme  limits  over  the  work  are  said  to  average  well.  This 
is  especially  true  with  concrete  materials.  As  a  result,  in  many  cases  the  variations  in  den- 
sity of  adjoining  batches  of  concrete  cause  cracking,  due  to  irregularities  in  the  grading  of 
the  sand  and  stone,  and  the  consequent  widely  varsring  coefficient  of  expansion.  A  com- 
posite sample  of  an  aggregate  from  even  a  small  area  rarely  indicates  the  actual  conditions. 
If  the  average  is  uniform  throughout  the  work,  or  if  all  the  materials  vary  but  slightly  from 
the  average,  such  a  sample  would  be  a  fair  specimen.  In  practice,  however,  tlus  is  seldom 
the  case. 

Experience  has  proved  the  inadequacy  of  leaving  to  field  inspectors  the  determination 
of  the  quality  of  materials.  For  the  same  reason,  it  is  inadvisable  that  the  selection  of 
samples  from  varying  grades  of  materials,  such  as  sand  and  stone,  be  left  to  the  average 
inspector's  "eye."  The  only  safe  procedure  is  to  have  trained  men  in  the  laboratory  for 
the  purpose  of  going  into  the  field  and  collecting  all  samples. 

It  is  believed  that  it  will  prove  ultimate  economy  for  State  or  municipal  laboratories 
(and  all  other  large-scale  organisations),  if  instead  of  awaiting  samples  to  be  sent  in  for  test, 
they  develop  an  organisation  to  collect  them.  This  organisation  would  prove  of  great 
value  in  many  other  ways;  not  only  would  laboratory  control  be  more  complete,  but  field 
inspectors  could  be  instructed  in  the  proper  use  of  materials.  (Engineers  seldom  have  time 
for  sufficient  instruction  in  the  field.)  The  slight  additional  cost  would  be  cheap  insurance; 
it  would  aid  both  the  engineer  and  the  contractor  to  obtain  better  materials  and  prevent 
their  misuse  or  adulteration. 

>  Boohetter,  N.  Y. 
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Specifications  for  Transformer  Oil  as  Adopted  by  the  Railway  Signal 

Association 

L  Material. — Shall  be  a  pure  mineral  oil  obtained  by  the  fractional 
distillation  of  petroleum,  unmixed  with  any  other  substance.  It  shall  be 
prepared  and  refined  especially  for  the  purpose  and  shall  be  free  from 
moisture,  acid  and  alkali,  and  shall  not  contain  sulphur  compounds  to  ex- 
ceed one-fifth  of  one  per  cent. 

2.  Tests. — (a)  The  flash  of  the  oil  determined  in  an  open  cup  shall  be 
not  less  than  three  hundied  and  twenty  (320)  degrees  Faiir.  (leO'^C.)  and 
on  file  test  not  less  than  three  hundred  and  forty-seven  (347)  degrees  Fahr. 
(176*»C.). 

(6)  The  viscosity  shall  be  not  moie  than  sixty  (60)  seconds  at  one  hundred 
and  four  (104)  degrees  Fahr.  (40°C.)  by  the  Say  bolt  universal  viscosimeter. 

(c)  The  oil  shall  stand  a  breakdown  test  of  thirty  thousand  (30,000) 
volts  a.c.  between  spherical  surfaces  of  0.5  cm.  radius,  0.40  cm.  apart. 


A  Resum6  of  the  Investigation  of  Campbell  and  WUson  on  the  Sweating 
of  Crude  Paraffin  Wax.     (From  J.  Inst.  Pet.  Tech.,  5,  No.  18,  106.) 

The  objects  of  the  investigation  were: 

(a)  To  observe  the  effect  of  vaiiation  of  time  and  rate  of  temperature- 
increase  of  sweating. 

(6)  To  ascertain  the  advantage  or  disadvantage  of  combining  the  scales 
obtained  by  separate  filtrations  at  different  temperatures,  as  compared 
with  the  separate  sweating  of  the  crude  products. 

The  scale  expeiimented  with  was  extracted  from  the  heavy  oil  and 
paraffin  distillates  in  two  stages,  the  hard  scale  melting  at  129°F.,  and  the 
soft  scale,  extracted  at  32°F.,  at  113^F.  Both  were  well  pressed,  and  con- 
tained only  a  very  small  percentage  of  oil.  When  mixed  together  in  the 
proportions  in  which  they  were  obtained,  the  average  melting-point  of  the 
mixture  was  120.6°F. 

The  finished  products  aimed  at  were  paraffins  of  135^  and  125^  melting- 
point,  respectively,  both  to  be  sufficiently  refined  for  the  final  treatment  of 
filtration  through  decolorizing  eaith,  and  to  yield  a  perfectly  white  product. 
Generally,  the  melting-points  of  the  fi actions  obtained  varied  from  these 
standards,  but  for  the  purpose  of  comparison  in  compiling  the  results  tabu- 
lated below  the  quantities  obtained  have  been  adjusted  by  calculation. 

The  scales  in  each  case  were  melted  in  a  shallow  tray  of  suitable  size, 
and  allowed  to  cool  slowly  to  atmospheric  temperature.  The  cake  of  scale 
was  transferred  to  a  tray  of  interlaced  wire,  the  bottom  of  which  was  covered 
by  a  fine  gauze.  The  wire  tray  was  placed  in  a  sloping  position  in  a  larger 
metal  tray  in  which  the  sweatings  were  leceived.  The  whole  was  contained 
in  a  large  water-oven  fitted  with  a  thermo-regulator,  by  means  of  which 
the  temperature  was  maintained  within  about  1°F.  of  the  temperature 
required  at  each  stage  of  the  opeiations.  At  the  end  of  each  stage,  the 
sweatings  were  removed  and  weighed  and  their  melting-points  determined. 
The  quantity  of  scale  dealt  with  in  each  experiment  was  500-600  g.  The 
diagrams  A,  B,  C  and  D  indicate  the  products  actually  obtained,  and  also 
the  adjustments  necessary  to  give  the  exact  melting-points  required. 
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Reference  to  the  diorama  will  show  that  in  experiment  A,  when  Ilie 
hard  and  soft  scales  were  sweated  separately,  only  17.26  per  cent,  from 
the  latter  reached  the  proper  color,  and  that  58.33  pei  cent,  was  still  Tellow, 
and  requited  re-sweating  to  obtain  the  maximum  yield  of  white  wax. 


■j—cc  soouiv.  ■"■M  pet  CFnt.;  M.P.,  136.5°F.  >^i,  n- 
c.  4.07  pw  eml.;  M.P..  89°?.;  if.  SS.S6  per  cent,:  MP..  1 
1(M°F.:  f,  6.«6  per  ctnt.;  M.F.,  IID.S'F.:  t.  7.^3  p«  csat.; 
M.P.,  iai°F.:  i,  ie.78  per  cenl.;  M.P„  IM.S'F. 


Bemud  Staae  SnMtic 
k-m.  Si      ■    • 

"Bon 
O,  Btov 
Heuduc 
o-t,    Oi_ 

•T*r.:r.  1 
M.P..  112 


■mpemtuTB,  lOO^F,:  C,  lOFF-: 
Hiidue  White  Wu  [ram  Rnl 
1i  CroDi  Pint  Stace  Swotiiil. 

'.P.,  llfl°F;:  h.  12.37  pii  etui.': 


pet  cent.  +  31,87  per  cent,;  M.P,.  IZST, 
t,  4,39  per  rent.;  M,P.,  100,5°?,:  I.  2.80  pt 


B,  k,  1,  m  ••  28.24  per  cent.),  Cbtbtxlliibd  and  RiaiiiiTu 
BO°F.;  P,  B5°F.:  Q.  IOO°F,:  H.  lOS'F.:  8,  ilO°F.;  T,  I15°F, 
from  Third  Stage  Sweatiog.  S.ft3  per  cent.;  M.P.,  122,5°F. 
1.70  P»»  C«KT.  raou  Tbim  Staqb  Bwutino  Retdk.id 


Experiment  B,  in  which  the  ecales  were  combined  proportionately,  yiddf^ 
no  less  than  41.8  per  cent,  white  in  one  operation,  and  only  42.24  per  cat 
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required  re-sweating.  When  this  was  done  a  further  quantity,  practically 
32  per  cent.,  reached  the  white  stage. 

As  will  be  observed,  these  experiments  were  carried  out  in  stages  of  6 
hours,  sweating  at  each  rise  of  5°F.  in  the  temperature  of  the  oven.  By 
comparison  of  the  time  occupied  in  each  case,  30  hours  sweating  in  A  yielded 
only  41.2  per  cent,  of  the  white  product  yielded  in  42  hours  in  B. 

That  is  to  say,  with  an  apparatus  containing  100  per  cent,  of  scale  divided 
in  two  parts  as  in  A,  30  hours  were  taken  to  sweat  the  residues  to  135.5°F. 
and  125**F.  respectively — the  latter  only  being  white — ^while  the  same  size 
of  apparatus  working  the  same  quantity  of  scale  as  in  B  produced  more  than 
double  the  yield  of  white  wax  in  42  hours. 

The  authors  then  proceeded  to  ascertain  if  a  similar  result  was  obtainable  in 
a  shorter  period.  Diagrams  C  and  D  show  that  when  the  periods  were 
reduced  to  6  hours,  and  ultimately  4  hours'  duration,  with  rises  of  lO^F., 
yields  similar  to  those  in  B  were  obtained.  They  had  therefore  succeeded  in 
reducing  the  total  period  for  satisfactory  sweating  ta  16  hours,  as  com- 
pared with  the  imsatisfactory  treatment  of  the  scales  separately  lasting  30 
hours.  Consequently,  considering  all  these  results  conjointly,  with  the 
apparatus  described  could  be  obtained  similar  results  to  the  lengthy  sweat- 
ing in  B,  by  working  the  first  stage  as  in  D  for  16  hours,  and  the  second 
stage  as  in  B  for  18  hours. 

It  will  be  seen  from  diagram  B  that  when  the  sweatings  from  the  first  and 
second  stages  were  mixed,  crystallized,  and  again  sweated,  6.5  per  cent, 
melting  at  122.5**F.  was  recovered,  although  not  white  in  color.  The  frac- 
tions sweated  out  at  this  stage  were  more  or  less  oily.  The  following  are 
the  conclusions  to  be  drawn  from  these  experiments. 

1.  Sweating  of  the  total  scale  produced  a  much  greater  yield  of  white 
parafiin  in  less  time  than  the  treatment  of  the  hard  and  soft  scales  separately. 
While  the  authors  recognize  the  necessity  for  special  experiment  with  the 
scale  produced  from  different  crude  oils,  they  are  inclined  to  think  that  the 
same  result  will  obtain  generally,  provided  the  distillates  are  of  good 
quality,  and  the  melting-point  range  of  the  scale  similar  to  that  used  in 
these  experiments. 

2.  The  efficiency  of  the  fractional  sweating  depends  on  the  efficiency  of 
the  apparatus  employed.  One  type  of  apparatus,  worked  by  both  the 
above  methods,  will  bear  the  same  relation  to  each  other  as  the  experiments, 
and  give  comparative  results. 


AiudrHs  of  Natnrtl  Gcb  Collected  In  SI  Citiei  In  t]i«  United  States.     (Prom 
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Low  limit 


High  limit 


Pittsburgh  natural  gas 

Casinghead 

Gasoline  vapor 


11.6  per  cent,  gas 
9 . 5  per  cent,  gas 
6 . 0  per  cent,  gas 


Calorimetric  Laboratory  and  Equipment.     (From  Bureau  of  Standards 

Circular  48.) 

(a)  Laboratory. — If  a  number  of  rooms  are  available,  one  should  be 
chosen  the  temperature  of  which  is  not  subject  to  rapid  changes  during  the 
times  at  which  observations  will  be  made;  a  room  which  is  not  subjected 
to  direct  sunlight  at  about  the  time  observations  are  to  be  made  is  therefore 
desirable.  A  room  used  exclusively  for  the  calorimetric  or  calorimetric  and 
photometric  laboratory  is  to  be  preferred^ 

Connections  to  a  water  supply  and  to  the  supply  of  gas  to  be  tested 
must  of  course  be  available  in  the  laboratory,  and  it  is  a  great  convenience 
also  to  have  a  hot-water  supply.  A  sink  with  water  and  drain  connections 
should  be  installed  in  the  laboratory.  The  'g^s-supply  pipe  leading  from 
the  main  to  the  laboratory  should  be  suitably  located  and  properly  drained; 
precautions  to  be  observed  in  obtaining  gas  for  testing  purposes  are  given  on 
page  506. 

(6)  Equipment. — If  a  flow  calorimeter  of  the  ordinary  type  is  to  be 
installed,  the  following  equipment  for  the  calorimetric  laboratory  will  be 
required,  in  addition  to  the  necessary  piping  (for  hot  and  cold  water,  gas, 
and  drain),  valves,  cocks,  hose  nipples,  tubing  for  connections,  etc. 

1.  Calorimeter  and  accessories. 

2.  Thermometers,  reading  glasses. 

3.  Apparatus  for  weighing  or  measuring  water. 

4.  Small  graduate  for  measuring  condensate. 

5.  Gas  meter. 

6.  Pressure  regulators. 

7.  U-gage  for  measuring  gas  pressure. 

8.  Barometer. 

9.  Psychrometer. 

10.  Gas  holder  (not  always  necessary). 

11.  Overhead  water  tank.  \       /to  1^  /-»  i    •      j.         u-    x 
,rt    m  1-1  r  or  (13.1)  Calormieter  cabmet. 
U.  lable.                          J 

Apparatus  for  calibrating  the  meter  by  one  of  the  methods  described 

on  page  532  is  a  very  desirable  although  not  an  absolutely  necessary  part  of 

the  equipment. 

1.  Calorimeter. — The  choice  of  calorimetric  apparatus  is  discussed  in 
Circular  48  of  the  Bureau  of  Standards. 

2.  Thermometers. — The  inlet  and  outlet  water  thermometers  should  be 
'iuated  to  O.l**  or  0.2°F. 
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At  least  four  calorimetric  thennometere  should  be  provided  for  cacli 
calorimeter  to  avoid  delays  otherwise  resulting  from  breakai^e  of  therntom- 
eters.  Detailed  specifications  for  high-grade  calorimetric  as  well  as  for  other 
laboratory  thcnnometere  will  be  publislied  in  a  special  Bureau  circular  noK 
in  preparation. 

For  convenience  in  reading  the  calorimetric  thennometers  and  to  avoid 
errors  due  to  parallax,  suitable  reading  glasses  conveniently  movable  along 
the  stems  of  the  thermometers  should  be  provided. 

Thermometers  graduated  to  1°F.  are  suitable  for  measuring  the  tem- 
perature of  the  gas  and  the  products  of  combustion. 

3.  Apparatus  for  Weighing  or  Meaavring  Water. — It  is  easily  possible  to 
weigh  the  water  with  an  accuracy  beyond  that  required  for  calorimelric 
work,  or,  with  suitable  precautions,  to  measure  the  water  volumetrically 
with  siitficient  accuracy. 

The  scale  should  be  of  such  construction  that  weighings  can  be  con- 
veniently and  quickly  made.  Tlie  combined  errors  of  the  scale  (such  aa 
those  due  to  inequality  of  arms,  to  varying  positions  of  the  weights  on  tbe 
scale  pan,  limiting  seasibility  due  to  friction,  etc.)  and  of  the  weights  should 
be  so  small  that  the  masses  of  water  to  be  weighed  in  calorimetric  tests 
(about  7  lb.)  can  be  determined  with  an  accuracy  of  1  part  in  1000.  "Hie 
buckets  in  which  the  water  is  collected  during  a  test  should  all  be  of  the 
same  weight,  and  the  scale  should  preferably  be  so  made  that  the  weighing 
bucket  is  exactly  counterpoised  when  in  position  on  the  scale.  The  wcighti, 
rider,  and  graduation  of  the  arm  of  the  scale  should  be  such  that  the  weigh- 
ings are  made  directly  in  pounds  and  decimals  of  a  pound. 

Graduates  of  cylindrical  form  are  often  used  to  measure  the  volume  of 
water  collected  in  calorimetric  tests.  While  it  is  possible  to  use  HUch  giadu- 
ates  with  an  accuracy  of  0.2  per  cent.,  this  requires  so  much  time  and  care 
in  reading  that  the  main  advantages  in  measuring  the  water  over  treigbing 
it  are  lost.  It  is  preferable  to  use  a  graduate  in  which  the  lower  portion  s 
enlarged  and  only  the  upper  cyhndrical  part  graduated,  e.g.,  from  the  * 
to  the  8  lb.  graduations,  thus  providing  a  more  open  scale.  If  gases  of 
quite  different  heating  values  are  to  be  tested,  several  such  graduates  ul 
different  volumes  might  be  desirable,  or  it  may  be  that  weighing  the  waW 
irould  prove  more  convenient  under  such  circumstances. 

Standard  specifications  for  glass  volumetric  apparatus  may  be  fouail 
in  Bureau  of  Standards  Circular  No.  9.  Glassware  is  usually  graduslfi 
in  cubic  centimeters  at  some  standard  temperature.  Graduates  eub- 
divided  in  pounds  and  decimal  fractions  of  a  pound  and  suitable  for  use  wilii 
calorimeters  would,  ao  Ear  a/t  is  known  to  the  Bureau,  Lave  to  be  mad' 
to  order. 

4.  Graduate  for  Meaturina  Condtnsale.~A  35-c.c,  glass  graduate  ai  Oic 


usual  form  is  suitable  fr' ' 

specifications  (,Cireular 

5.  Gas  Meter.— The 


■pose.     Graduates  conforming  to  the  Biimu 
B  to  be  preferred. 

be  considered  in  the  choice  of  a  labowWf) 
eS32. 

ifit  prciKure  regulators  ur  !u> 
le.  consisting  o 
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gaa  valvo  connected  therewith;  and  the  counterbalanced  float  type,  in  which 
the  gae  holder,  Buapeoded  from  one  arm  of  a  balance,  ia  coimti-rbolanced 
and  may  be  compensated  ho  as  to  maintain  a  constant  preBBuro  for  ail  posi- 
tions. Id  the  latter  type  the  gas  pressure  desired  on  the  outlet  Bide  of 
the  regulator  is  attained  by  varying  the  counterbalancing  weiRhts,  and  in 
the  former  typo  thia  ia  done  by  weighting  the  gOA  holder  with  euit^able 
weights.  In  both  types  the  pressure  which  is  controlled  by  the  regulator  ie 
the  outlet  pressure,  which  ia  the  preeaure  of  the  gaa  within  the  holder.  The 
simple  float  type,  when  properly  constnicted,  is  quite  satiafactory. 

7.  V-Gagt. — A  U-gage  on  which  the  presaure  in  inches  of  water  at  the 
meter  inlet  may  be  read  should  be  provided.  Some  of  the  float  pressure 
regulators  have  a  U-gnge  mounted  so  as  to  indicate  the  outlet  pressure, 
and  if  one  of  these  regulators  ia  connected  between  the  gas  supply  and  the 
meter,  the  Separate  I'-gage  will  be  iinneceasaiy.  Some  meters  are  furnished 
with  U-gages  which  indicate  the  pressure  at  the  meter  outlet.  While  the 
pressure  under  which  the  gas  is  metered  is  the  pressure  at  the  meter  inlet, 
no  appreciable  error  would  ordinarily  be  introduced  in  a  calurimetric  meas- 
urement due  to  the  use  of  a  gage  radicating  the  pressure  at  the  meter  outlet, 

8.  Barometsr. — Satiafactory  mercurial  barometers  will  be  found  listed 
in  the  catalogues  of  a  number  of  thermometer  and  instrument  makers.  A 
barometer  that  can  be  read  to  0.02  in.,  or  even  0,05  tn.,  will  eufGce  for  most 
industrial  testing.  The  bore  of  the  barometer  tube,  in  the  region  where  the 
position  of  the  meniscus  is  read,  should  be  not  less  than  three-eighths  of 
an  inch.     The  barometer  should  be  provided  with  an  attached  thermometer. 

A  barometer  should  be  carefully  tested  before  it  is  put  into  use,  since 
the  scale  may  be  in  error,  the  setting  of  the  fixed  point  defining  the  position 
of  the  lower  mercury  surface  may  not  correspond  exactly  to  the  aero  reading 
of  the  scale,  etc.  An  error  of  0.05  in.  in  the  barometer  reading  will  cause 
an  error  of  1  part  in  600  in  the  estimated  volume  of  gas  burned  in  a  test — 
i.e.,  1  B.t.u.  in  a  600  B.t.u.  gas.  If  the  user  can  not  arrange  to  have  his 
barometer  t«.^ted,  he  should  at  least  make  a  series  of  comparisons  with  the 
barometer  readings  of  a  near-by  station  of  the  Weather  Bureau,  reading  his 
own  barometer  at  the  same  time  of  day  and  making  any  allowance  that  may 
be  required  for  difference  in  level  of  hia  station  and  that  of  the  Weather 
Bureau,  and  correcting  his  barometer  readings  to  inches  of  mercury  at  32°F. 

It  is  always  advisable,  except  possibly  in  traveling  inspection  work, 
to  use  a  mercury  barometer  instead  of  an  aneroid  baronieter,  although  the 
latter  may  lie  used  if  suitable  precautions  are  observed.  The  user  of  an 
aneroid  barometer  is  apt  to  he  deceived  by  the  fact  that  the  scale  of  the 
instrument  is  readable  to  0.01  in.  or  even  closer.  Ita  indications,  however, 
will  depend  not  alone  on  the  pressure  at  the  time  it  ia  read,  but  also  on 
the  pressure  and  the  rate  of  variation  of  the  pressure  for  aome  time  pre- 
vious, on  how  well  it  is  compensated  for  temperature  changes,  whether  it 
has  been  jarred  aufhciently  to  derange  ita  working  parts,  etc.  With  the 
avemge  aneroid  of  high  grade  wliich  haa  been  carefully  tested  at  a  standard- 
izing laboratory,  and  which  has  been  again  checked  when  received  at  its 
deatination  by  a  comparison  with  a  standard  barometer  to  insure  that  it 
has  not  been  damaged  in  transportation,  an  accuracy  of  0.05  in.  may  be 
1  measuring  the  barometric  pressure  at  a  given  station — i.e., 
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under  conditions  where  the  aneroid  is  not  subject  to  large  and  sudden  varia- 
tions in  pressure  as  it  is  in  altitude  measurements.  If  an  aneroid  barometer 
is  used,  its  readings  should  be  frequently  compared  with  the  barometric 
pressure  recorded  at  a  nearby  station  of  the  '^^'eather  Bureau,  due  allowance 
being  made  for  difference  in  altitude  of  the  two  stations.  Further  informa- 
tion relating  to  aneroid  barometers  may  be  found  in  Bureau  of  Standards 
Circular  No.  46. 

9.  Psychromeier. — Information  relating  to  the  various  types  of  psychrom- 
eters  and  to  their  method  of  use  may  be  found  in  Circular  48  of  the  Bureau 
of  Standards.     See  also  page  254. 

10.  Gas  Holder. — If  it  is  desired  to  test  an  average  sample  of  gas  collected 
over  any  period  of  time,  a  small  gas  holder  must  be  installed,  preferably  in 
the  calorimeter  room.  Such  holders  will  be  found  listed  in  the  catalogues  of 
some  makers  of  calorimeters  and  of  gas  appliances. 

A  holder  of  small  capacity  (about  2  cu.  ft.)  which  is  easily  constructed 
may  be  used  if  a  simple  arrangement  is  provided  by  which  the  calorimeter 
may  be  brought  to  equilibrium  conditions  with  gas  drawn  from  the  supply 
line,  and  then  about  2  or  3  turns  of  the  meter  before  the  test  is  to  be  started 
the  gas  from  the  holder  is  turned  on  by  a  three-way  stopcock.  The  2  cu. 
ft.  of  gas  will  then  suffice  for  four  heating  value  tests.  The  gas  in  the  holder, 
being  in  contact  with  water,  may  suffer  a  slight  deterioration  in  its  heating 
value  if  allowed  to  stand  thus  for  a  long  time;  the  party  making  the  testa 
should  determine  w^hethcr  the  effect  of  such  deterioration  is  noticeable  for 
the  gas  under  the  test,  and  make  due  allowance  in  interpreting  results  if 
the  effect  is  of  appreciable  magnitude.  (In'^^this  connection  see  Teck, 
Pajwr  No.  36.) 

11.  Overhead  Tank. — The  temperature  of  tap  water  is  usually  too  variable 
and  too  different  from  room  temperature  to  permit  of  its  use  as  a  source  of 
water  supply  for  flow  calorimeters.     A  shallow  overhead  tank  of  at  least 
25  gal.  capacity  should  therefore  be  provided  as  a  source  of  water  supply 
at  room  temperature.     A  copper  or  a  copper-lined  tank  is  preferable  to  an 
iron  tank,  in  that  it  is  more  durable  and  is  less  likely  to  cause  trouble  by 
rust  getting  into  the  calorimeter.     The  tank  should  be  shallow,  both  to 
promote  uniformity  of  temperature  throughout  the  water  and  to  minimiie 
variations  in  the  rate  of  water  flow.     The  tank  should  be  covered  to  keq) 
out  foreign  matter  and  a  screen  should  be  provided  over  the  outlet  whidi 
may  well  be  an  inch  or  so  above  the  bottom  of  the  tank,  so  as  to  keep  tiw 
opening  above  any  sediment  that  may  deposit  on  the  bottom  of  the  tank 
The  tank  should  be  provided  with  a  suitable  overflow  ponneeted  to  a  dm 
and  preferably  with  a  water  gage  showing  the  depth  of  water.    Unltf 
the  water  supply  is  very  dear  it  should  be  fittered  mto  the  tank.    It  will  bt 
found  convenient  to  have  a  supply  of  both  hot  and  oold  water  for  fiUing  C^ 
tank,  and  in  this  case  there  dwiiH  i»jtBrfidedj  uHhat  nme  meani  fv 
stirring  the  water  in  the  ts  '  jii|b^g|g^ 
same  time  through  a  sin  ^^HHRfM^''''^ 
so  that  the  tank  can  be  ft  """ "'  "^    Ib a i 
tory  where  numerous  ^  A 
such  as  is  described  in                                                           -M 
of  the  water  supplj,  i 
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It  is  not  necessary  to  install  a  water  supply  tank  for  the  operation  of  the 
calorimeter.  The  calorimeter  may  be  filled  with  tap  water  through  special 
connections  provided  for  that  purpose.  A  small  supply  of  cold  water  may 
be  necessary  for  adjusting  the  initial  temperatures  of  the  calorimeters. 

12.  Ta&Ze.^The  calorimeter  and  its  accessory  apparatus  may  be  mounted 
on  a  table  of  suitable  size  {e.g.,  30  by  60  in.),  and  of  the  usual  height.  While, 
perhaps,  not  strictly  necessary,  since  the  calorimeter  should  never  be  left 
in  operation  when  the  observer  is  absent  from  the  testing  room  for  any 
considerable  length  of  time,  it  is  an  additional  safeguard  against  fire  to  have 
the  top  of  the  table  of  stone  or  other  fire-resisting  material.  The  table 
should  be  provided  with  suitable  plumbing  connections  to  the  overhead 
water  supply  to  drain  and  to  the  supply  of  gas  to  be  tested. 

13.  Calorimeter  Cabinet. — K  the  calorimeter  is  of  the  flow  type,  it,  to- 
gether with  the  accessory  apparatus,  may  be  mounted  in  a  special  cabinet 
such  as  that  described  in  the  report  of  the  committee  on  calorimetry.  Pro- 
ceedings of  the  American  Gas  Institute,  4  (1909),  205.  The  advantages  of 
this  form  of  mounting  are  that  the  apparatus  is  protected  while  not  in 
use  from  dust  and  from  fumes,  if  such  be  present,  and  that  the  cabinet 
may  be  locked.  The  cabinet  contains  an  overhead  tank  which  serves  as 
a  source  of  water  supply  to  the  calorimeter.  Special  calorimeter  cabinets 
are  also  listed  by  some  of  the  makers  of  calorimeters. 

(c)  Portable  Equipment. — None  of  the  calorimeters  listed,  with  the  ex- 
ception of  the  Parr,  are  too  cumbersome  to  be  used  as  portable  calorimeters 
in  traveling  inspection  work.  For  traveling  inspection  work  suitable 
carrying  cases,  such  as  may  be  obtained  from  the  manufacturers  of  some  of 
the  calorimeters,  should  be  used.  It  is  better  to  have  the  gas  meter,  and  if 
possible  the  calorimeter  also,  carried  by  hand,  since  the  damage  when 
carried  by  express  may  be  serious,  and  it  is  impossible  to  transport  a  calorim- 
eter as  baggage  with  reasonable  safety.  A  portable  outfit,  to  be  useful, 
would  have  to  include  practically  the  complete  laboratory  equipment  men- 
tioned above,  with  the  exception  of  the  gas  holder,  overhead  tank,  and  table. 

It  is  not  absolutely  essential  that  an  inspector  carry  around  with  him  a 
complete  calorimetric  equipment  if  one  is  to  be  found  where  the  test  is  de- 
sired. A  set  of  standardized  thermometers,  a  standardized  1-lb.  weight, 
or  a  standardized  graduate,  and  a  one-tenth  cubic  foot  bottle,  will  afford 
the  facilities  necessary  for  checking  the  accuracy  of  the  results  found  with 
any  of  the  calorimeters  listed.  The  barometer  may  be  checked  by  com- 
parison with  the  barometer  at  the  nearest  station  of  the  Weather  Bureau. 
An  inspector  familiar  with  the  operation  of  flow  calorimeters  will  readily 
detect  any  defect  of  the  calorimeter. 

STANDARDIZATION  OF  APPARATUS 

(a)  Calorimeter  and  Accessory  Apparatus. — From  the  tests  described  in 
Tech.  Paper  No.  36,  it  is  seen  that  heating-value  determinations  with  some 
types  of  calorimeters  are  subject  to  a  constant  error  amounting  to  nearly 
2  per  cent.  There  can  be  no  doubt,  therefore,  that  it  is  desirable  to  have  a 
calorimeter  tested  before  it  is  put  into  use,  although  the  behavior  of  the 
calorimeter  in  use  will  often  give  some  indication  as  to  its  reliability.    Im- 
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portant  checks  on  the  efficiency  of  a  flow  calorimeter  may  be  obtained  by 
observing  whether  the  burner  is  set  high  enough,  whether  the  combustion 
products  are  discharged  at  a  temperature  Hot  too  much  in  excess  of  inlet- 
water  temperature,  whether  the  normal  rate  of  gas  consumption  is  about 
what  it  should  be  for  the  type  of  calorimeter  in  question,  and  whether  the 
outlet-water  thermometer  gives  the  true  mean  temperature  of  the  effluent 
stream  of  water.  This  latter  feature  may  be  tested  by  moving  the  bulb 
of  the  thermometer  so  that  it  will  occupy  different  positions  in  the  cross- 
section  of  the  effluent  stream  of  water. 

The  calorimetric  thermometers  should  be  tested  in  a  recognized  standard- 
izing laboratory,  and  the  corrections  so  determined  should  be  applied  in 
computing  the  results  of  tests. 

The  graduate  for  measuring  the  condensed  water  should  be  tested;  H 
should  not  be  in  error  by  as  much  as  0.2  c.c,  so  that  the  application  of 
corrections  to  the  volumes  measured  with  it  will  be  unnecessary. 

The  gas  meter  must  be  tested,  and  it  is  desirable,  as  stated  elsewhere, 
that  the  user  should  occasionally  recalibrate  it,  using  one  of  the  methods 
described  on  page  532.  It  may  be  possible  to  set  the  fixed  mark  to  which 
the  water  level  is  adjusted  so  that  the  volume  of  gas  delivered  by  the  meter, 
as  determined  by  a  series  of  calibrations,  will  be  equal  to  the  nominal 
volume,  within  0.2  or  0.3  per  cent.,  in  which  case  the  application  of  the 
correction  for  error  of  the  meter  may  be  omitted.  However,  the  accuracy  of 
the  meter  in  use  is  limited  by  the  accuracy  with  which  the  water  level  can  be 
readjusted  to  the  fixed  mark. 

The  barometer  should  be  tested. 

The  thermometers  of  the  psychrometer  and  of  the  barometer,  and  those 
used  with  the  gas  meter  and  for  measuring  the  temperature  of  the  products 
of  combustion  should  also  be  tested,  but  it  is  possible  to  obtain  thermometers 
which  are  sufficiently  correct  so  that  their  errors  may  be  neglected.  If 
the  thermometer  in  the  gas  meter  is  correct  within  0.3°F.,  and  if  the  other 
thermometers  mentioned  are  correct  within  0.5®F.,  no  corrections  need 
be  applied  to  their  readings. 

The  apparatus  for  weighing  or  measuring  the  water  should  also  be  tested. 
The  weighing  apparatus  should  be  accurate  to  0.1  per  cent.,  so  that  the 
application  of  corrections  will  be  imnecessary,  but  the  application  of  the 
corrections  may  be  necessary  if  volumetric  apparatus  is  used. 

(6)  Differential  Correction  for  Time  Cluuages  of  Calorimetric  Ther- 
mometers.— When  thermometers  for  use  with  flow  calorimeters  are  stand- 
ardized, the  corrections  determined  and  certified  are  those  applicable  at 
the  time  of  test.  However,  small  changes  in  the  volumes  of  the  bulbs  are 
likely  to  occur,  making  all  corrections  of  a  thermometer  differ  by  a  constant 
quantity  from  what  they  were  at  the  time  of  the  test.  The  manner  of 
determining  a  differential  correction,  and  thus  eliminating  from  the  calorim- 
etric measurements  the  errors  due  to  relative  changes  in  the  volumes  of  the 
bulbs  of  the  thermometers,  is  shown  in  the  following  example: 

Thermometer  A  has  a  certificate  correction  of  —0.04°  at  70**F.  and 
thermometer  B  has  a  certificate  correction  of  —0.06®  at  70**F. 

The  two  thermometers  were  held  with  bidbs  adjacent  in  a  well-«tirred 
pail  of  water,  a  little  below  room  temperature  (70®),  and  the  foUowiDg 
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readings  were  taken.    The  thermometers  were  read  alternately,  at  equal 

time  intervals,  beginning  and  ending  with  the  same  thermometer,  in  order 

that  the  means  of  the  two  sets  of  readings  might  correspond  to  the  same 

instant  of  time: 

A  B 

69.43  69.48 

0.45  0.49 

0.46  0.50 
0.47 


Means 69.45        69.49 

Certificate  correction —  0.04     —  0.06 

Corrected  readings 69.41        69.43 

It  will  be  seen  that  the  corrected  reading  of  B  is  0.02^  higher  than  that 
of  A.  A  differential  correction  of  —0.02**  must  therefore  be  applied,  in 
addition  to  the  certificate  corrections,  to  all  readings  of  thermometer  B. 
The  differential  correction  should  be  calculated  for  and  applied  to  the  read- 
ings of  the  outlet-water  thermometer,  thus: 

A  B 

Mean  of  thermometer  readings 69. 45        69.49 

Certificate  correction —  0 .  04     —  0 .  06 

Differential  correction —  0 .  02 

Corrected  temperatures 69 .  41        69 .  41 

The  differential  correction  should  be  determined  about  once  a  month. 
It  should  be  determined  at,  or  very  near,  some  temperature  at  which  the 
thermometers  have  been  tested,  in  order  to  avoid  introducing  into  the 
differential  correction  any  errors  resulting  from  interpolation  between  two 
certificate  corrections. 

(c)  Determination  of  Normal  Rate  of  Gas  Consumption. — The  normal 
rate  of  gas  consumption  for  the  kind  of  gas  to  be  tested  and  for  the  calorim- 
eter in  question,  operated  with  the  damper  set  as  it  is  to  be  subsequently 
used  in  testing  the  gas,  shoidd  be  determined  before  the  calorimeter  is  put 
into  service  and  should  be  redetermined  from  time  to  time  thereafter  (at 
intervals  of  a  few  months  is  sufficient).  The  normal  rate  has  been  defined 
as  70  per  cent,  of  the  rate  at  which  combustion  begins  to  be  incomplete. 
(See  Tech.  Paper  36.) 

A  convenient  procedure  for  determining  the  rate  at  which  combustion 
is  no  longer  complete  is  as  follows:  With  the  calorimeter  in  operation  the 
rate  of  gas  consumption  is  increased  step  by  step — e.g.^  by  successively 
increasing  the  number  of  weights  on  the  pressure  regulator.  As  long  as 
combustion  is  complete,  the  effect  of  increasing  the  gas  rate  is  to  cause  an 
increment  in  the  reading  of  the  outlet-water  thermometer.  However, 
when  the  gas  rate  attains  such  a  value  that  combustion  is  no  longer  com- 
plete, there  will  be  a  decrement  in  the  reading  of  the  outlet-water  thermom- 
eter accompanying  an  increase  in  the  gas  rate.  The  gas  rate  at  which 
combustion  begins  to  be  incomplete  (for  a  given  damper  setting,  etc.)  ca 
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thus  be  determined  to  within  a  few  per  cent.  An  almost  equally  good  test  is 
furnished  by  the  odor  of  the  combustion  products,  as  the  odor  due  to  in- 
complete combustion  is  readily  perceived  for  most  gases. 

SETTING  UP  APPARATUS 

If  the  calorimeter  is  of  the  usual  flow  type,  it  should  be  set  up  about 
midway  of  the  length  and  forward  of  the  center  line  of  the  table,  in  sueh  a 
position  as  to  leave  room  at  the  left  for  the  pressure  regulator  and  the  meter, 
and  on  the  right  for  the  weighing  bucket  and  scale,  or  for  the  graduate,  if 
the  latter  is  used  instead  of  the  scale. 

(a)  Water  Connections. — Temporary  connections  from  the  overhead  Unk 
to  the  inlet  of  the  calorimeter  and  the  necessary  connections  to  drain  may 
be  made  by  means  of  rubber  tubing.     In  a  permanent  laboratory  installa- 
tion it  is  preferable  to  use  piping,  making  the  connections  between  the 
ends  of  the  pipes  and  the  calorimeter  with  short  lengths  of  rubber  tubing. 
Ordinarily  ^-in.  pipe  with  suitable  nipples  for  rubber  tube  connectieos 
will  be  found  satisfactory  for  the  various  water  connections.     If  the  calorim- 
eter has  an  inlet  overflow  weir,  it  is  some  convenience  to  have  a  short  length 
of  glass  tubing  in  the  line  leading  from  this  weir  to  drain.     This  affords  t 
ready  means  of  determining  w^hether  sufficient  water  is  being  delivered  to 
insure  that  no  air  will  be  carried  down  into  the  calorimeter  with  the  water 
and  thus  cause  variations  in  the  water  flow.     All  valves  and  cocks  in  the 
supply  pipes  to  the  overhead  tank  and  from  the  overhead  tank  to  the 
inlet  of  the  calorimeter  should  be  so  located  as  to  be  conveniently  accessibk 
to  the  obser\'er,  so  that  the  necessary  manipulations  can  be  made  without 
endangering  the  thermometers  or  other  parts  of  the  apparatus. 

(6)  Gas  Connections. — The  pressure  regulator  may  be  connected  either 
between  the  gas  supply  and  the  meter  or  between  the  meter  and  the  burner. 
The  former  location  has  the  following  advantages :  (a)  The  pressure  at  meter 
inlet  is  constant;  (6)  leak  tests  are  more  easily  made;  (c)  the  effect  of  leab 
in  the  regulator  or  its  connections  are  eliminated;  (d)  the  effect  of  variation 
in  volume  of  the  regulator,  due  to  motion  of  the  drum,  is  eliminated;  (e) 
the  U-gagc  on  the  regulator  may  be  used  to  measure  the  gas  pressure  at 
the  meter  inlet.  The  principal  reason  for  putting  the  regulator  betwea 
the  meter  and  the  burner  is  to  ehminate  the  effect  of  fluctuations  in  gas 
pressure  due  to  the  operation  of  the  meter.  With  a  well-constructed  meter 
in  good  working  condition  the  fluctuations  which  it  introduces  are  scarcely 
noticeable  in  their  effect  on  the  readings  of  the  outlet-water  thermometer. 

If  a  wet-pressure  regulator  is  connected  between  the  meter  and  the 
burner,  a  similar  regulator  should  also  be  connected  between  the  gas  supply 
and  the  meter,  unless  the  gas  supply  is  drawn  from  a  gas  holder  in  the  labo- 
ratory. It  is  desirable  for  a  number  of  reasons  that  the  pressure  of  the  gas 
in  the  meter  should  not  exceed  2  or  3  in.  of  water.  It  has  been  found  that 
a  wet-pressure  regulator  of  proper  construction  may  be  used  to  reduce  the 
pressure  from  10  or  12  in.  of  water  to  the  pressure  required  at  the  burner. 
Under  any  circumstances  the  gas  should  not  be  shut  off  beyond  the  regu- 
lator, if  the  pressure  is  sufficient  to  break  the  water  seal. 

The  gas  meter  should  be  set  up  so  as  to  he  viewed  normally  by  the  ob- 
server when  manipulating  the  change-over  device;  i.e.,  the  meter  dial  will 
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not)  in  general,  be  parallel  to  the  front  edge  of  the  table.  A  well-illuminated 
white  background  should  be  provided  back  of  the  gage  glass  or  the  sight  box. 
It  is  not  well,  however,  to  attempt  to  secure  this  background  by  the  use  of  a 
milk-glass  background  in  the  sight  box  itself,  since  under  such  circum- 
stances the  adjustment  of  water  level  is  difficult. 

Connections  should  be  made  to  a  U-gage  to  indicate  the  pressure,  in 
inches  of  water,  at  the  meter  inlet.  As  shown  in  Tech.  Paper  36,  the  pressure 
at  the  meter  inlet  may  be  so  adjusted  that  the  total  pressure  of  the  gas  in 
the  meter  is  equal  to  the  observed  barometer  reading;  this  is  done  by  making 
the  excess  of  gas  pressure  above  atmospheric  pressure  equivalent  {i.e.,  equal 
and  of  opposite  sign)  to  the  temperature  correction  to  the  barometer  reading. 
Even  if  this  method  of  compensating  the  barometer  corrections  is  not  used, 
the  observations  and  computations  will  be  somewhat  simpler  if  the  pressure 
of  the  gas  at  the  meter  inlet  is  kept  constant. 

The  necessary  connections  between  the  gas  supply,  the  service  or  other 
pressure  regulator,  the  meter,  and  the  wet-pressure  regulator  may  be  made 
with  ordinary  K-iii-  pipe>  or  suitable  metal  tubing,  the  ends  of  the  pipe  or 
tubing  being  connected  to  the  apparatus  by  short  lengths  of  rubber  tubing 
or  by  suitable  unions.  However,  connections  that  are  too  rigid  and  difficult 
to  disconnect  may  prove  a  source  of  incouvenience.  The  connection  to 
the  burner  must  be  flexible  to  permit  the  withdrawal  of  the  burner  from 
the  calorimeter.  Thick-walled  rubber  tubing  may  be  used  throughout, 
provided  care  is  taken  to  saturate  the  tubing  with  the  gas  before  making 
tests.  The  use  of  metal  hose  has  been  recommended  for  the  connections, 
and  it  is  undoubtedly  desirable  from  the  point  of  view  of  reducing  the  fire 
hazard,  but  such  tubing  is  very  often  found  to  leak  slowly  and  should  there- 
fore be  carefully  tested  for  leaks  before  use.  Small  leaks  in  the  connections 
ahead  of  the  meter,  of  course,  do  not  affect  the  results  of  heating-value 
determinations. 

DIRECTIONS  FOR  OPERATING  FLOW  CALORIMETERS 

(a)  Manipulation  and  Observations. — It  is  assumed  that  provision  has 
been  made  for  obtaining  a  representative  gas  supply.  If  an  average  sample 
of  the  gas  is  to  be  tested,  this  must  be  collected  in  a  small  holder,  the  supply 
being  drawn  from  a  line  from  which  gas  is  being  used,  to  insure  that  fresh 
gas  is  collected,  at  a  rate  which  will  give  a  sample  of  not  less  than  2,  and 
preferably  as  much  as  5,  cubic  feet  for  the  test;  but  if  gas  for  the  test  is  drawn 
direct  from  the  supply  line,  it  is  only  necessary  that  the  connections  be 
flushed  free  from  old  gas  as  directed  below,  so  that  the  test  will  be  made 
on  gas  representative  of  that  in  the  mains.  Having  the  gas  supply  thus 
properly  provided  and  the  calorimeter  set  up  as  directed  in  the  previous 
section,  each  test  is  made  in  the  following  manner: 

1.  Free  gas  connecti^ms  from  old  gas  by  use  of  "blow-off  "  if  this  is  provided, 
or  by  starting  several  burners  to  rapidly  bum  out  the  old  gas  which  is  in  the 
supply  pipe.  When  burning  the  gaq  for  this  purpose,  it  is  well  to  use  an 
appliance  connected  to  the  same  supply  line,  but  located  in  an  adjoining 
room,  in  order  to  avoid  large  temperature  changes  in  the  room  where  the 
teat  is  to  be  made.    It  is  well  to  bum  one  burner  continuously  throughout 
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the  periad  of  test,  connecting  thia  burner  to  an  outlet  near  the  point  (nim 
which  the  gas  supply  for  the  calorimeter  is  drawn. 

2.  Observe  temperaSure  of  laboratory  in  the  vicinity  of  the  calorimeter,  uiinj 
a  thermometer  which  is  shielded  from  radiation  or  drafts  from  hot  ot  cold 
objects  near  by,  such  as  cold  walla,  windows,  radiators,  or  even  the  heated 
body  of  the  calorimeter  itself.  The  reading  of  the  dry  bulb  thermometo 
of  the  psychrameter,  used  aa  in  the  dctennination  of  the  atmospheric 
humidity,  can  be  taken  as  the  room  temperature.  The  obeervation  taken 
at  this  time  is  not  entered  on  the  record,  but  is  used  merely  to  enable  the 
observer  to  adjust  the  temperature  o(  the  gas  meter  and  of  the  water  supply 

3.  AdjuH  the  gas  meter  for:  Temperature;  level;  posiiion  of  index  rrltiliix 
to  drum;  waier  level;  and  saturation  of  mater  iiHth  gas.  The  meter  tem- 
perature, as  indicated  by  a  thermometer,  the  bulb  ot  which  is  in  the  ir»tef 
in  the  meter,  should  not  differ  from  room  temperature  by  more  than  3°F.; 
it  may  be  adjusted  by  pouring  in  warm  or  cold  water  and  then  running  gu 
through  the  meter  for  a  few  minutes  to  thoroughly  stir  the  water.  Tht 
screw  plug  at  the  bottom  of  the  "dry  well"  at  the  back  of  the  meter  should 
be  removed  occasionally  to  drain  off  any  water  accumulated  there.  The 
meter  is  leveled  aajudged  by  levels  of  plumb  bob  attached;  and  this  leveling 
must  be  carefully  done  in  the  same  manner  aa  the  leveling  at  the  time  of 
calibration  of  the  meter.  Frequently,  preferably  before  each  lest,  il 
should  be  determined  that  the  index  is  in  the  proper  position  relative  to 
the  drum  of  the  meter,  and  adjustment  should  be  made,  if  necessary.  The 
level  of  the  water  in  the  meter  must  be  adjusted  as  accurately  as  posaihie 
before  each  lest,  unless  several  teats  are  made  on  the  aanie  day,  the  adjust- 
ment being  made  in  the  same  manner  aa  is  done  before  calibration  of  tht 
meter.  When  verifying  adjustment  of  water  level  the  index  should  he 
in  the  zero  position  and  the  inlet  and  outlet  of  the  meter  tmtal  he  opn  W 
the  air.  When  a  meter  ia  filled  with  fresh  water,  the  absorption  of  gas  bjr 
the  water  usually  causes  no  significant  effect  on  the  heating  value  after  2 
or  3  cu.  ft.  of  gaa  have  been  passed  through  the  meter.     If  a  meter  has  beec 

e  laboratory  to  another,  it  should  be  recalibratri 
ns  of  heating  values.  It  will  probably  be  foiinii 
inconvenient  to  recalibrate  the  meter  each  time  it  ia  used,  although  a  eome- 
what  higher  accuracy  may  be  attained  by  following  this  procedure. 

4.  Test  for  gas  leaks.  It  the  wet-preaaure  regulator  is  connected  belwetn 
the  gas  supply  and  the  meter,  thia  test  may  be  made  as. follows:  liemoce 
the  burner  from  the  calorimeter  and,  after  passing  from  O.I  to  0.2  cu.  It. 
of  gas  through  the  meter  to  insure  that  any  explosive  mixture  of  gas  *ii 
air  has  been  removed  from  the  meter,  light  the  gaa.  The  movable  drum  o( 
the  pressure  regulator  should  be  displaced  up  and  down  several  times  u> 
remove  air  and  old  gas  contained  in  the  regulator.  After  the  meter  hw 
made  three  or  four  revolutions,  ahut  off  the  gaa  at  the  base  of  the  burner  and 
immediately  afterwards  shut  off  the  gas  supply  to  the  regulator  to  preveni 
the  gas  pressure  from  breaking  the  water  seal  of  the  regulator.  The  refn* 
lator  will  contain  a  sufficient  volume  of  gas  for  the  leak  test.  U  diuni 
an  interval  of  10  minutea  the  meter  index  does  not  show  a  movement  ex- 
ceeding one  one-hundredth  of  a  revolution  (0.001  cu.  ft.  leakage)  theleik- 
age  may  be  considered  negligible.     Wliile  waiting  for  this  test  the  m 
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menu  required  in  paragraphs  5  and  6  may  be  made.  The  test  for  leaks 
should  be  made  each  day,  It  is  evident  that  only  leaka  in  the  meter 
or  between  the  meter  and  the  burner  fbaae  of  flame)  affect  the  determination 
of  heating  values,  and  only  such  leaks  are  detected  by  the  above  test. 

If  the  wet-pressure  regulator  is  connected  between  the  meter  and  the 
burner,  a  constant  gas  pressure,  which  is  not  high  enough  to  break  the 
water  seal  of  the  regulator,  must  be  provided  at  the  meter  inlet  in  order 
that  the  test  for  leaks  may  be  made.  Such  a  constant  pressure  may  be 
obtained  in  the  manner  described  above  [rum  another  wet-pressure  regulator 
connected  between  the  gas  supply  and  the  meter  or  from  a  gas  bolder  in  the 
laboratory.  It  is  necessary  to  depress  the  float  of  the  regulator  connected 
between  the  meter  and  the  burner  to  allow  the  pressures  on  both  sides  of 
the  valve  of  this  regulator  to  equalize  before  taking  the  initial  meter  reading 
for  the  leak  test,  as  otherwise  there  probably  will  be  a  slow  creeping  of  the 
meter  inde.x  due  to  leakage  through  the  valve  of  the  regulator. 

5.  Adjii»l  tenperalure  of  voter  in  a^ipply  lank.  The  water  supphed  to  the 
calorimeter  should  be  within  2°F,  of  the  laboratory  temperature,  and  if 
the  water  in  the  tank  is  not  within  this  limit  it  should  be  adjusted  by  adding 
hot  or  cold  water,  as  may  be  required,  and  stirred  to  insure  imiformity  of 
temperature  throughout  the  tank.  When  the  tank  is  filled  after  one  day's 
test  is  completi^tl,  the  water  will  come  to  room  temperature  for  the  next  day's 
test  if  the  room  temperature  is  quite  uniform  in  the  interval;  but  in  any 
case  where  hot  and  cold  water  are  available,  the  adjustment  to  the  proper 
temperature  can  be  made  easily.  It  the  water  temperature  is  ST.  different 
from  the  laboratory  temperature,  it  will  make  a  difference  of  about  3  B.t.u. 
in  the  observed  heating  value.     In  this  connection  see  also  page  526. 

6.  Start  flow  of  tEa'er  Ihroiigk  calnrimeler  and  expel  iiir  from  water  circula- 
tion eyaten.  With  the  Inlet-water  valve  of  the  calorimeter  set  at  approxi- 
mately the  position  fur  regular  operation,  turn  on  enough  water  so  that 
some  will  he  discharged  to  the  drain  from  the  overflow  weir  at  the  inlet  of 
the  calorimeter.  To  promote  the  escape  of  air  from  the  water-circulation 
system,  open  and  close  the  Inlet-water  valve  on  the  calorimeter  a  number 
of  times,  and  if  necessary  in  order  to  remove  air  from  about  the  thermometer  , 
butbs  lift  the  stoppers  holding  them  in  place,  so  that  all  the  air  and  a 
small  amount  of  water  will  be  forced  out.  If  the  calorimeter  has  an  itdet 
weir,  the  water  supply  must  be  sufficient  to  provide  for  a  continuous  over- 
Bow  from  this  weir  during  the  above  manipulation  in  order  to  avoid  draw- 
ing more  air  into  the  calorimeter.  Air  entrapped  in  the  water-circulation 
system  is  apt  to  cause  fluctuation  in  the  rate  of  water  flow,  with  resulting 
fluctuations  in  the  outlet-water  temperature.  Occasionally  tiefore  the 
burner  is  inserted — operation  7 — the  water  should  be  run  through  the 
calorimeter  for  a  considerable  time  to  determine  whether  there  are  any 
leaks  in  the  water-circulation  system. 

7.  Light  gas,  adjust  rate  of  goi  cnritumplion,  adjust  air  mixer  on  burner, 
ami  insert  burner  into  calnrimeter.  Alien  it  is  determined  that  no  leakage 
is  occurring,  oa  described  in  paragraph  4  above,  the  burner  is  lighted  and 
the  flowof  gas  is  adjusted  to  the  tiimmfrnJe  (within  +5  per  cent,  is  sufficient) 
previously  determined  for  the  kind  of  gas  and  the  calorimeter  used  and  for 
the  particular  damper  setting,  etc.,  with  which  the  calorimeter  is  operated. 
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The  air  supply  to  the  burner  is  adjusted  so  that  the  luminous  tip  of  the 
flame  just  disappears,  and  the  burner  is  inserted  in  the  calorimeter,  being 
placed  at  the  proper  height  on  its  support. 

8.  Adjust  water  flow  and  set  damper.  The  rate  of  water  flow  is  adjusted 
so  that  the  rise  in  temperature  of  the  water  will  be  15**-20**F.,  and  the  damper 
is  set  in  the  position  determined  in  fixing  the  normal  rate  for  this  calorimeter. 
A  lowering  of  2  per  cent.,  or  even  more,  in  the  observed  heating  value 
may  result  from  leaving  the  damper  open  when  the  rate  of  gas  burning  is 
that  determined  for  a  closed  perforated  damper.  The  ma(gnitude  of  this 
lowering  would  depend  not  only  on  the  construction  of  the  calorimeter,  but 
also  on  the  character  of  the  gas  and  the  humidity  of  the  air  of  the  laboratoiy. 

9.  AUow  time  for  establishmerU  of  a  condition  of  thermal  equilibrium.  The 
time  required  for  the  attainment  of  thermal  equilibrium  is  about  5  minutes 
for  calorimeters  of  the  Junkers,  Hinman-Junkers,  or  Sargent  type,  somewhat 
longer  for  the  English  type  of  Simmance-Abady  calorimeter,  and  from  20 
to  30  minutes  for  the  Boys  and  the  American  type  of  Simmance-Abady 
calorimeter.  If  net  heating  values  are  to  be  determined,  it  will  be  necessarr 
to  wait  until  the  condensed  water  from  the  products  of  combustion  has 
begun  to  drain  regularly  from  the  calorimeter.  During  this  interval  most 
of  the  observations  and  records  called  for  in  the  next  paragraph  may  be 
made. 

10.  Prepare  record  sheet  and  make  the  preliminary  ohservcUions.  The 
record  form,  which  is  illustrated  on  page  524,  is  prepared  for  use  in  the  test 
by  entering  the  following  items: 

Date,  time,  place  of  test,  and  kind  of  gas; 

Identification  marking  (number  or  name)  of  calorimeter,  meter,  and 
thermometers; 

Statement  whether  the  gas  line  has  been  purged  and  whether  proper 
tests  have  been  made  for  leaks  and  for  meter  adjustment;  and 

Position  of  water  valve*  and  of  damper  (by  number  of  scale  division,  or 
by  "open"  or  "closed"  in  case  of  damper). 

The  "preliminary  observations,"  as  they  may  be  called,  should  be  made 
during  the  few  minutes  just  preceding  the  period  when  the  condensed 
water  is  collected;  these  observations  include  the  following  made  in  the 
order  listed : 

(a)  Temperature  of  the  barometer  (to  the  nearest  1**F.). 

(6)  Barometric  height  (to  nearest  0.01  in.). 

(c)  Gas  pressure  at  meter  inlet  (to  nearest  0.1  in.  of  water  column). 

(d)  Reading  of  meter  thermometer  (to  the  nearest  0.1**  or  0.2**F.). 

(e)  Readings  of  the  wet  and  dry  bulb  thermometers  of  the  ps>'chrometer, 
as  directed  on  page  254, 

(J)  Reading  of  products  thermometer  (to  the  nearest  IT.). 

(g)  Time  in  seconds  of  one  revolution  of  the  index  of  the  meter. 

11.  Begin  collection  of  condensate.  As  the  index  of  the  meter  passes 
through  the  zero  position,  place  the  25-c.c.  graduate  under  the  drain  tube 
of  tho  calorimeter  and  record  the  nietcr  reading  (i.e.,  total  revolutions). 

1  This  is  recorclcd  largely  as  a  matter  of  convenience  for  the  operator.  Examination  ot 
the  records  extending  over  a  considerable  period  might  show  whether  the  water  paiaafCf 
were  becoming  clogged. 
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12.  Take  the  first  series  of  ohservatums,  which  is  carried  out  in  the  following 
manner: 

(a)  Record  one  or  two  readings  each  of  inlet  and  outlet  water  thermom- 
eters before  the  meter  index  has  completed  the  first  revolution  after  the 
collection  of  condensate  is  begun. 

(b)  As  the  meter  index  passes  through  the  zero  position,  shift  the  change- 
over device  to  divert  the  effluent  stream  of  water  from  drain  to  measuring 
vessel.  The  operations  of  shifting  the  change-over  device,  both  on  and 
off,  should  be  made  in  the  same  manner  and  with  the  greatest  care,  so  that 
the  time  interval  between  the  two  operations  shall  be  as  nearly  as  possible 
equal  to  that  defined  by  the  passages  of  the  meter  index  past  the  zero 
position  of  the  dial. 

(c)  Read  the  inlet  and  outlet  water  thermometers  alternately  at  approxi- 
mately equal  intervals  of  time  during  the  two  revolutions  of  the  meter 
index.  If  the  thermometer  readings  are  spaced  so  that  the  interval  be- 
tween them  corresponds  to  the  time  required  for  the  index  of  the  meter  to 
pass  over  about  10  divisions  of  a  dial  having  100  divisions,  a  sufficient 
number  of  readings  will  be  obtained.  If  the  inlet-water  temperature  is 
fairly  constant,  this  procedure  will  give  more  readings  of  the  inlet-water 
thermometer  than  are  really  required,  in  which  case  one  reading  of  the 
inlet-water  thermometer  at  the  beginning,  a  second  reading  at  the  com- 
pletion of  the  first  revolution  of  the  meter  index,  and  a  third  reading  on 
the  completion  of  the  second  revolution  of  the  meter  index  may  be  taken 
instead  of  alternate  readings  as  above  indicated.  If  the  variations  in  inlet- 
water  temperature  are  sufficiently  large  so  that  the  average  of  the  three 
readings  does  not  give  a  sufficiently  accurate  average  of  the  inlet-water 
temperature,  it  may  be  found  that  the  average  of  the  alternate  readings  may 
not  give  results  of  the  desired  accuracy,  in  which  case  the  method  of  read- 
ing used  by  Immenkotter  (see  page  517)  must  be  adopted. 

(d)  At  the  instant  the  index  of  the  meter  passes  through  the  zero  position, 
on  the  second  turn  after  the  water  was  turned  into  the  measuring  vessel, 
shift  the  change-over  device  diverting  water  from  measuring  vessel  back 
to  drain. 

(c)  Record  one  or  two  readings  of  the  outlet-water  thermometer. 

(/)  Weigh  the  water  collected  and  record  the  weight  (to  the  nearest 
0.01  lb.) ;  or  observe  and  record  its  volume  (to  the  nearest  0.01  lb.  or  nearest 
5  c.c).  If  a  cylindrical  graduate  is  used,  great  care  in  reading  will  be  re- 
quired to  keep  the  error  within  the  above  limits.  If  a  special  graduate  with 
enlarged  bottom  and  open  scale  is  used,  the  required  accuracy  may  be 
readily  attained. 

13.  Take  the  second  (and  later)  series  of  observations.  As  soon  as  conven- 
ient after  the  first  series  is  complete  repeat  the  full  set  of  observations  of 
operation  12.  At  least  two  series  of  observations  should  be  made  for  a 
test. 

14.  Stop  collection  of  condensate  by  removing  the  small  graduate  from 
under  the  drip  tube  of  the  calorimeter  just  at  the  instant  the  index  of  the 
meter  passes  the  zero  position  after  not  less  than  7  (or  preferably  10"^  revo- 
lutions since  beginning  the  collection  of  the  condensate.  Record  meter 
reading  (total  revolutions)  and  the  amount  of  water  collected  (to  nearest 
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0.1  or  0.2  c.c).  If  the  net  heating  value  is  to  be  determined  with  the  same 
accuracy  as  the  total  heating  value,  another  collection  of  condensate  similar 
to  the  first  should  be  made,  in  order  that  the  result  may  not  depend  upon 
a  single  observation. 

15.  Repeat  the  preliminary  observations  of  operation  10.  This  is  done 
on  the  general  principle  that  no  single  observation  should  be  accepted  with- 
out some  check,  and,  secondly,  because  it  enables  the  observer  to  decide 
whether  the  determination  should  be  repeated  on  account  either  of  a  mis- 
take in  the  first  readings  or  on  account  of  a  change  in  conditions  sufficient 
to  affect  the  results. 

16.  Turn  off  gas  and  then  trim  off  water.  The  apparatus  may  be  stopped 
at  once  after  completing  a  test;  or  if  the  water  supply  in  the  tank  is  ample, 
the  calorimeter  may  be  left  running  until  the  calculation  of  the  test 
data  has  been  completed  so  that  a  repetition  of  the  test  may  be  made 
at  once  in  case  there  is  some  reason  for  desiring  to  verify  the  whole 
test.  In  any  event,  it  is  well  before  shutting  down  the  apparatus  to 
glance  over  the  test  record  sheet  and  be  sure  that  no  portion  of  the  record 
is  incomplete. 

Caution. — In  operating  a  flow  calorimeter  great  care  must  always  be 
taken,  and  especially  when  starting  or  stopping  a  test,  to  insure  that  the 
gas  is  not  burning  in  the  calorimeter  when  the  water  is  shut  off. 

Notes  on  reading  the  thermometers.  It  is  preferable  to  make  an  estimate 
of  the  average  reading  of  the  outlet-water  thermometer  during  each  interval, 
and  to  record  this  average  as  the  reading  rather  than  to  record  the  read- 
ings observed  at  certain  instants.  The  inlet  and  outlet  water  thermometers 
should  be  provided  with  suitable  reading  glasses  and  the  observer  should 
estimate  the  thermometer  readings  to  one-tenth  of  the  smallest  graduation 
interval;  i.e.,  if  the  thermometer  is  graduated  to  0.1**,  the  readings  should 
be  made  to  0.01°.  With  a  little  practice  this  can  be  so  easily  done  that 
it  is  to  be  preferred  to  reading  the  nearest  one-half  graduation  interval.  To 
avoid  error  due  to  parallax,  the  line  of  sight  must  be  perpendicular  to  the 
thermometer  stem,  a  condition  which  will  be  secured  with  a  properly  con- 
structed reading  glass,  if  the  mercury  meniscus  of  the  thermometer  is  in 
the  center  of  the  field  of  view. 

To  minimize  the  fluctuations  in  the  readings  of  the  outlet-water  ther- 
mometer, due  to  drafts  and  to  air  currents,  the  calorimeter  should  be  shielded 
from  drafts  and  the  observer  should  move  about  as  little  as  possible  while 
taking  the  thermometer  readings. 

An  error  of  0.1*^  in  the  determination  of  the  average  temperature  of 
either  the  inlet  or  the  outlet  water  or  a  combined  error  of  0.1**  in  the  two 
temperatures  will  cause  an  error  of  one  part  in  150,  i.e.,  4  B.t.u.  with  a  600 
B.t.u.  gas,  if  the  temperature  rise  is  15**. 

Operation  of  Flow  Calorimeters  if  IrUet-water  Temperature  is  Variable.^ 
It  is  always  preferable  to  keep  the  variation  of  temperature  of  the  inlet 
water  during  a  single  complete  series  of  observations  within  0.05*^.,  which 
can  easily  be  done  if  care  is  taken  to  have  the  water  in  the  overhead  tank  at  a 
uniform  temperature  throughout  when  the  test  is  started. 

"^nder  the  usual  methods  of  operation,  where  inlet  and  outlet  water  tem- 
we  read  altenuktelyi  the  errors  introduced  into  heating-value 
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tests  by  variations  in  the  inlet-water  temperature  will  depend  not  alone  on 
the  magnitude  of  such  variations  but  also  on  the  water  content  of  and  the 
rate  of  water  flow  through  the  calorimeter  that  is  used  in  the  test. 

The  effect,  on  the  observed  heating  value,  of  variations  in  the  inlet- 
water  temperature  may  be  very  materially  reduced,  even  if  not  wholly 
eliminated,  by  the  procedure  recommended  by  Immenkotter,  viz.:  Each 
of  the  readings  of  the  inlet-water  thermometer  should  be  made  earlier  than 
indicated  in  the  directions  already  given  by  an  interval  of  time  equal  to  that 
required  for  the  water  to  flow  through  the  calorimeter,  this  interval  being 
equal  to  the  water  content  of  the  calorimeter  divided  by  the  rate  of  flow 
of  water. 

The  method  recommended  by  Immenkotter  is  a  desirable  one  under 
any  conditions  of  operation.  If  the  temperature  of  the  inlet  water  is  variable 
and  also  differs  considerably  from  the  room  temperature,  it  will  be  necessary, 
besides  reading  the  thermometers  as  above  indicated,  to  make  additional 
corrections  as  described  in  the  following  section. 

Operation  of  Flow  Calorimeters  if  Irdei-water  Temperature  Differs  Con- 
siderably from  Room  Temperature. — In  a  permanent  laboratory  installation, 
such  as  that  outlined  herein,  there  should  be  no  difficulty  in  adjusting 
the  temperature  of  the  inlet  water  so  that  it  shall  be  nearly  equal  to 
room  temperature,  thus  making  very  small  the  error  introduced  into  the 
results  of  heating-value  tests  due  to  the  lack  of  equality  of  the  two  tem- 
peratures. Under  some  conditions,  as  in  traveling  inspection  work,  it  may 
be  necessary  to  make  tests  under  less  favorable  conditions,  in  which  case 
fairly  good  results  could  still  be  obtained  by  applying  suitable  corrections 
in  calculating  the  total  and  the  net  heating  values,  to  allow  for  the  effect  of  a 
considerable  difference  between  inlet-water  temperature  and  room  tem- 
perature. Even  when  an  overhead  tank  is  used  to  supply  the  water  to  the 
calorimeter  there  will  often  be  a  difference  of  a  few  degrees  between  the 
temperature  of  the  water  and  the  temperature  of  the  room.  A  considerable 
increase  in  accuracy  may  be  obtained  by  making  a  correction  for  the  heat 
interchange  due  to  this  difference,  and  it  is  much  easier  to  apply  the  cor- 
rection than  to  secure  exact  agreement  between  inlet-water  and  room 
temperatures. 

(6)  Reeofds  and  Computations. — The  observed  data  and  the  important 
steps  in  the  computations  of  a  heating  value  test,  made  up  of  two  or  three 
series  of  temperature  observations,  as  described  above,  may  be  entered  in  a 
record  form  similar  to  that  shown  on  page  524.  This  form  may  con- 
veniently be  on  an  8  by  10  in.  sheet,  or,  if  it  is  desired  to  file  the  records  in  a 
way  corresponding  to  the  other  test  records,  on  a  5  by  8  in.  card,  utilizing 
both  sides  of  the  card. 

For  official  testing  it  is  essential  that  the  original  record,  containing 
all  the  observed  data,  should  be  kept.  Numerous  forms  of  abbreviated 
leoord  cards  have  been  used  which  either  do  not  contain  all  the  essential 
data,  or  which  require  the  transfer  of  the  computed  data  to  the  record. 
In  either  case  the  result  entered  on  such  record  can  not  be  as  conveniently 
ehecked  back  to  the  original  observations. 

The  computations  will  be  very  much  facilitated  if  all  the  calibration 
data  of  calorimeter,  meter,  thermometers,  barometer,  etc.,  are  entered 
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on  a  card  for  convenient  reference.  If  this  is  done,  the  application  of  the 
corrections  is  so  simple  that  there  is  no  justification  for  omitting  them.  Hk 
original  certificates  of  test  should  be  preserved  for  reference  in  a  safe  pliK 
and  should  not  be  used  in  making  routine  computations.  It  is  also  desinbk 
to  have  conveniently  accessible  the  necessary  tables  and  charts.  A  com- 
plete set  of  tables  for  this  work  would  be  made  up  of  the  following, 
of  which  are  given  in  this  treatise. 

Corrections  for  reduction  of  barometric  heights  to  standard  temperatoic 
(page  530). 

Reduction  of  pressures  in  inches  of  water  to  equivalent  pressures  Id 
inches  of  mercury. 

Correction  factors  for  gas  volume  (page  527). 

Relative  humidities  for  various  dry  and  wet  bulb  readings  of  ventilated 
psychrometer  (page  502). 

Rate  in  cubic  feet  per  hour  corresponding  to  various  times  (in  seconds; 
of  revolution  of  the  meter  index. 

Emergent  stem  corrections  to  readings  of  outlet-water  therxnometen 
(page  526). 

Corrections  (in  B.t.u.)  to  be  applied  to  observed  heating  values  in  cal- 
culating total  heating  values  of  illuminating  gases  (about  600  B.t.u.)  for 
various  atmospheric  humidities  and  temperatures  (page  529). 

The  card  of  calibration  data  referred  to  in  the  calculation  would  contiin 
a  number  of  small  tables  and  memoranda,  thus  assembling  in  oonveiiieDt 
form  the  following  information: 

Calorimeter  number,  meter  number,  thermometer  numbers,  positiofi 
of  water  valve  under  ordinar>'  condition,  damper  position  which  corresponds 
to  that  used  in  determining  normal  rate,  the  date  of  the  determination 
of  the  differential  thermometer  correction  and  the  correction  itself,  date 
of  last  meter  calibration,  table  of  certificate  corrections  for  barometer, 
certificate  corrections  for  inlet  and  outlet  water  thermometers,  the  correc- 
tion for  heat  loss  from  calorimeter,  and  such  other  data  as  the  inspector 
found  was  needed  from  day  to  day  in  routine  computation. 

The  calculation  may  be  performed  as  follows,  although  the  order  of  the 
operations  may,  of  course,  be  varied.  When  the  computer  becomes  familiar 
with  the  reasons  for  the  various  steps  in  the  calculations  it  may  be  pref- 
erable to  follow  a  different  s^uence;  e.y.,  it  would  probably  be  more  con- 
venient to  enter  on  the  records  at  one  time  all  the  data  to  be  taken  from  the 
card  of  calibration  data,  such  as  constant  correction  to  barometer  read- 
ing, correction  to  meter  thermometer,  certificate  correction  to  inlet  and 
outlet  water  thermometers,  the  differential  correction  to  outlet-water 
thermometer,  the  meter  calibration  constant,  and  correction  for  heat  lo0 
from  calorimeter.  The  sequence  given  below  was  adopted  because  it  admits 
of  a  more  logical  presentation  in  explaining  the  reasons  for  the  vanotf 
operatioiis. 

1.  Enter  from  the  card  of  calibration  data  the  certifiatte  correction  and, 
from  page  530,  the  Umperature  correction  to  the  barometer.  The  correctiom 
ihsm  altered  are  added  to  (or  subtracted  from)  the  barometer  readings  to 
find  the  oomCUd  barometric  height,  the  cwerage  obtained  from  the  two 
baiomeier  readings  being  entered  on  the  record. 


APPENDIX  519 

The  oertifioAte  correction  is  that  determined  in  a  test  of  the  barometer,  and  in  a  well- 
eonstructed  instrument  this  correction  should  not  exceed  0.02  in.,  in  which  case  the  correction 
nuiy  be  omitted.  The  temperature  correction  must  be  applied  to  the  observed  reading  of 
m  mercury  barometer  on  account  of  the  thermal  expansion  of  the  mercury  and  of  the  brass 
scale. 

2.  Enter  the  equivalent,  .in  inches  of  mercury^  of  the  pressure  at  meter 
inlet,  and  add  this  to  the  corrected  barometric  height  to  find  the  total  gas 
pressure. 

The  figures  in  the  above  calculations  should  be  carried  out  to  0.01  in.  of  mercury. 

The  table  for  reducing  the  pressure,  in  inches  of  water,  at  the  meter  inlet,  as  read  from' 
the  U-gage,  to  the  equivalent  in  inches  of  mercury,  is  calculated  by  dividing  the  pressure 
expressed  in  inches  of  water  by  13.6  (the  density  of  mercury).  This  correction  for  gas 
I>re8sure  in  the  meter  and  the  temperature  correction  for  the  barometer  may  both  be  omitted 
if  they  are  made  equal  and  of  opposite  sign. 

3.  Enter  from  the  card  of  calibration  data  the  certifiers  correction  to 
meter  thermometer;  and  calculate  the  corrected  meter  temperature,  only  the 
average  calculated  from  the  two  readings  of  the  meter  thermometer  being 
entered  on  the  record. 

4.  From  page  627  enter  the  reduction  factor,  F  (to  the  third  decimal  place), 
corresponding  to  the  total  gas  pressure  and  the  meter  temperature. 

The  gas  is  measured  at  a  temperature  entered  in  the  record  as  the  meter  temperature 
and  at  a  pressure  entered  in  the  record  as  the  total  pressure  of  the  gas,  the  volume  being 
equal  to  the  number  of  revolutions  of  the  meter  index  {viz.,  2)  multiplied  by  the  calibration 
constant  of  the  meter  (entered  on  the  record  as  1  revolution  of  meter  ^  .  .  . ).  Multi- 
plication of  this  measured  volume  by  the  factor  F  gives  the  volume  which  the  same  quantity 
of  gas  would  have  occupied  at  a  temperature  of  OO'F.  and  under  a  total  pressure  of  30  in.  0{ 
mercury. 

5.  From  page  502  enter  on  the  record  the  relative  atmospheric  humidity 
(to  the  nearest  5  per  cent.)  corresponding  to  the  recorded  dry  hvlh  and  wet 
bulb  thermometer  readings  of  the  ventilated  psychrometer. 

The  thermometers  of  the  psychrometer  should  not  be  in  error  by  as  much  as  1*F.,  and 
if  such  is  the  case  no  certificate  corrections  need  be  applied  to  the  observed  readings.  The 
reading  of  the  dry  bulb  thermometer  should  be  taken  as  the  room  temperature  whenever 
that  temperature  is  used  in  the  subsequent  calculations. 

6.  The  temperature  of  the  products  of  combustion  is  ordinarily  not  used 
in  the  calculation,  but  is  of  value  in  showing  whether  or  not  the  calorimeter 
was  operating  as  it  should.  In  the  better  t3rpes  of  flow  calorimeters  the 
excess  of  temperature  of  the  products  above  the  temperature  of  the  inlet 
water  is  less  than  2**F.  if  the  burner  is  properly  placed  in  the  calorimeter. 
Even  when  the  excess  of  temperature  is  4°  to  5*^F.,  the  resulting  error,  due  to 
neglecting  this  heat  loss,  as  is  done  in  these  calculations,  is  only  a  few  tenths 
of  1  per  cent,  of  the  total  heating  value. 

7.  Enter  the  rate  in  cubic  feet  per  hour  corresponding  to  the  time  in  seconds 
of  <me  revoliUion  of  the  meter  index. 

The  rate  of  gaa  consumption  in  cubic  feet  per  hour  may  be  calculated  as  follows: 

360 
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08*  ■•  18*  above  that  of  the  room;  and  aiiice  the  mean  temperature  of  the  emergent  stem 
was  a  little  above  that  of  the  room,  on  account  of  heat  received  from  the  calorimeter,  T*  —  V* 
was  equal  to  17*,  and  hence  the  Itoergent  stem  correction  to  the  outlet-water  thermometer  ■■ 
0.000085  X  56  X  17  -•  +0.08*F.  The  correction  interpolated  from  page  525  is  also 
+0.08*F. 

12.  Enter  on  the  record  the  corrected  temperature  of  the  inlet  and  of  the 
outlet  water  for  each  series  by  applying  the  several  corrections  to  the 
averages  of  the  readings  of  the  inlet  and  outlet  water  thermonfeters. 

13.  Subtract  the  corrected  temperature  of  the  inlet  water  from  the 
corrected  temperature  of  the  outlet  water  for  each  series,  and  enter  this 
temperature  rise,  T,  on  the  record. 

14.  The  weight  of  water  collected,  W,  is  corrected  if  calibration  has  shown 
any  error  in  the  weights  used. 

Such  correction,  however,  should  not  be  necessary.  In  general,  the  correction  for  buoy- 
ancy and  the  correction  for  the  variation  of  the  specific  heat  of  water  may  be  neglected, 
since  both  corrections  are  small  and  are,  for  the  conditions  under  which  flow  calorimeters 
are  used,  of  opposite  sign. 

15.  Opposite  number  of  revolutions  of  meter  enter  on  the  record  the  number 
of  revolutions  made  by  the  meter  index  during  the  time  the  effluent  water 
for  each  series  was  being  collected. 

16.  Enter  from  the  card  of  calibration  data  the  meter  calibration  con- 
stant, viz.j  the  number  of  cubic  feet  corresponding  to  one  revolution  of  the 
meter. 

17.  Enter  on  the  record  the  gas  volume,  V,  which  is  the  product  of  the 
number  of  revolutions  of  the  meter  and  the  meter  calibration  constant. 

18.  Calculate  and  enter  on  the  record  for  each  series  the  observed  heating 
value  found  from  the  following  equation: 

^,  J  u     X.  1  Watei  heated  (W)  X  Temp,  rise  (T) 

Observed  heatmg  value  -  Gas  volume  (TO~X~Redu^ti^fa^r(i^* 

Heatinff'^tahie  Computer. — The  arithmetical  work  involved  in  the  computations  may 
be  greatly  diminished  by  the  use  of  the  heating  value  computer,  which  is  illustrated  in  the 
Proceeding*  of  the  American  Oae  InetittUe,  8  (1908),  373.  The  computer  is  a  circular  slide 
rule  with  which  the  observed  heating  value  may  be  read  directly  when  the  temperatiire 
and  the  total  pressure  of  the  gas,  the  volume  of  gas  indicated  by  the  meter,  the  weight  of 
water  heated,  and  the  rise  of  temperature  of  the  water  are  known.  The  computer  can  be 
read  with  an  accuracy  of  1  or  2  B.t.u.,  and  if  a  few  check  computations  are  made  occasionally 
no  significant  error  should  be  introduced  due  to  the  use  of  the  computer.  The  computer  is 
published  by  the  United  Qas  Improvement  Co.,  Broad  and  Arch  Streets,  Philadelphia,  Pa. 

Agreement  of  DupliccUee. — In  general,  2  or  3  series  of  observations  should  give  observed 
heating  values  which  do  not  differ  from  one  another  by  more  than  6  B.t.u.  for  a  600  B.t.u. 
gas.  Greater  variation  is  sometimes  allowable  if  it  is  impossible  to  get  good  conditions 
for  work,  as,  for  example,  if  a  water  supply  of  uniform  temperature  is  not  available.  But, 
in  general,  results  which  do  not  agree  well  within  6  B.t.u.  indicate  either  that  the  operator 
has  neglected  some  important  precaution  or  that  the  apparatus  is  not  in  good  condition. 

19.  Enter  from  the  card  of  calibration  data  the  correction  for  heat  loss. 

The  heat  lost  from  the  surface  of  a  calorimeter,  due  to  the  average  excess  of  the  surface 
temperature  above  that  of  its  surroundings,  is  often  called  the  radiation  loss.  The  radiation 
loss,  when  the  inlet  water  is  at  room  temperature  and  the  temperature  rise  is  15*  to  20*^., 
is  of  the  order  of  0.1  or  0.2  per  cent,  (i.e.,  about  1  B.t.u.  for  a  600  B.t.u.  gas)  of  the  total 
heating  value  of  the  gas  for  the  Junkers  (original  and  new  types),  Hinman-Junkers,  Sargent, 
and  Simmanoe-Abady  (English  type)  calorimeters,  and  may  therefore  be  neglected  or 
applied  as  desired.  For  the  Boys  and  the  Simmance-Abady  (American  type)  calorimeters 
m  eonreetion  for  heat  loss  should  be  applied.     (See  Tech.  Paper  86.) 
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20.  Enter  from  page  529  the  correction  for  effect  of  atmospheric  humidity, 
using  the  correction  corresponding  to  the  room  temperature  (reading  of 
dry  bulb  thermometer  of  psychrometer)  and  to  the  percentage  humidity  as 
entered  on  the  record. 

If  natural  gas  (about  1000  B.t.u.)  is  being  tested  instead  of  iUuminating  fcas  (about  600 
B.t.u.),  the  correction  for  effect  of  atmospheric  humidity  should  be  taken  from  page  529. 

The  correction  for  the  efifect  of  atmospheric  humidity  is  fully  considered  in  Teeh.  Paper  H. 
The  necessity  for  a  correction  for  the  efifect  of  atmospheric  humidity  is  evident  from  tbe 
following  considerations:  On  a  dry  day  the  air  entering  the  calorimeter  will  carry  in  very 
little  water  vapor,  while  the  products  of  combustion,  being  practically  saturated  at  the 
temperature  at  which  they  escape  from  the  calorimeter,  will  carry  off  a  considerable  amount 
of  the  water  vapor  formed  in  combustion,  and  the  latent  heat  of  condensation  of  this  wster 
vapor  will  not  be  measured  in  the  calorimeter.  On  a  day  of  high  humidity  the  amoost 
of  latent  heat  thus  lost  will  evidently  be  less,  and  under  conditions  of  very  high  humidi^ 
more  water  vapor  will  be  carried  in  by  the  air  and  gas  than  is  carried  out  by  the  products, 
and  heat  will  thus  be  imparted  to  the  calorimeter. 

The  tabular  values  apply  for  the  condition  that  room  temperattire,  inlet-water  tern* 
perature,  gas  temperature,  and  products  temperature  are  all  equal.  In  using  the  table, 
the  correction  corresponding  to  room  temperature  is  taken;  since  if  the  inlet-water  tem- 
perature differs  appreciably  from  room  temperature,  an  additional  correction  must  be 
applied. 

21.  Calculate  the  total  heating  values  by  applying  to  the  observed  heating 
values  the  correction  for  heat  loss,  including  the  correction  for  the  efifect  of 
difference  between  inlet-water  temperature  and  room  temperature,  and  the 
correction,  for  effect  of  atmospheric  humidity.  The  average  of  the  total  heating 
values  found  from  all  the  series  is  then  entered  on  the  record. 

The  heating  value  thus  found  is,  to  within  the  limits  of  experimental  error  of  the  test, 
the  total  heating  value  of  the  gas. 

Calculation  in  Cage  Inlet-water  Temperature  Differs  from  Room  Temperature. — The  cor- 
rection to  be  applied  in  calculating  the  total  heating  value  on  account  of  the  difference  ci 
temperature  between  room  and  inlet  water  will  be  different  from  that  to  be  applied  in  csl- 
oulating  the  net  heating  value,  due  to  the  fact  that  part  of  the  change  in  the  cb&ared 
heating  value  is  due  to  a  difference  in  the  amount  of  water  vapor  condensed  in  the  calorim- 
eter, a  difference  which  is  eliminated  in  the  determination  of  the  net  heating  value. 

On  page  526  are  given  the  data  from  which  to  determine  the  amounts  by  which  the  total 
and  the  net  heating  values,  calculated  from  the  observed  heating  value  as  if  the  inlet  water 
had  been  at  room  temperature,  must  be  corrected  on  account  of  difference  between  inlet- 
water  and  room  temperatures.  For  example,  if  the  room  temperature  were  80'*F  and  tlie 
inlet-water  temperature  were  76*F.,  the  total  heating  value,  calculated  in  the  usual  way. 
is  too  high  by  0.8  B.t  u.  per  1"  difference;  i.e.,  the  value  is  too  high  by  4  X  0.8  «  3  B.tu. 
Similarly  the  net  heating  value  is  too  high  by  4  X  0.4  »  2  B.t.u. 

The  corrections  calculated  from  page  526  may  be  applied  without  sensible  error  to  heat- 
ing values  of  illuminating  gas  of  about  600  B.t.u.  as  determined  with  any  of  the  flow  caloriiii- 
eters  listed  herein,  except  the  Doherty  calorimeter.  The  corrections  for  heat  loss  aod 
for  effect  of  atmospheric  humidity  must  be  made  exactly  as  they  would  have  been  made 
if  the  inlet  water  had  been  at  room  temperature,  and  then  the  additional  corrections,  eal- 
oulated  from  the  table,  must  be  applied  to  the  results  obtained  for  the  total  and  net  heating 
values.  The  corrections  in  the  table  are  strictly  applicable  only  for  small  differences  be- 
tween inlet-water  temperature  and  room  temperature.  These  data  may  also  be  used  is 
correeting  observations  obtained  when  the  inlet  water  is  considerably  below  room  tem- 
penturs;  but  results  obtained  in  this  way  will  not  be  quite  as  reliable  as  those  obtained 
vlieii  the  temperature  difference  between  room  and  inlet  water  is  small.  When  this  dif- 
JtfMMMl  is  IftTse.  the  correction  factor  corresponding  to  the  mean  of  the  two  temperatum 
■iMdd  bt  used  rather  than  the  factor  corresponding  to  room  temperature. 

1W  «M  of  pAfe  526  will  be  illustrated  by  the  example  below.    Suppoee  the  foUovisf 

(IftWd  bMB  obtained  with  a  flow  calorimeter: 
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Room  temperature  ^  7(PF. 
Humidity  ■■  30  per  cent. 
Inlet-water  temperature  ■■  55**F. 
Weight  of  water  collected,  W  -  8.00  lb. 
Corrected  rise  of  temperature,  T  ■■  IS.OO'F. 
Volume  of  gaa,  V  -  0.2000  cu.  ft. 
Factor.  F  -  1.000. 

Condensed  water  per  cubic  foot  ^  21.0  c.c. 
Then: 

r^x.  jv     ..  1  (WO  8.00  X  (70  15.00        ^^„, 

Observed  heating  value  -  (K)  q.  2000  X  (101. OOO"  "  ^  ^•*"- 

Total      Net 

Observed  heating  value *       600        600 

Correction  for  heat  loss "^    +     1     +     1 

Correction  for  atmospheric  humidity  (70*F.,  40  per  cent.) "i    +     3 

Reduction  to  net  -  21.0  X  2.3 -  -  48 

Additional  corrections  for  difference  between  inlet  water  and  room  tem- 
peratures: 

Correction  for  calculating  total  "^  15  X  0.6 • *-    —     9 

Correction  for  calculating  net  "^  15  X  0.4 ^i  —     6 

Heating  values "i       595        547 

22.  If  it  is  desired  to  find  the  net  heating  value,  proceed  as  follows: 

(a)  Subtract  the  meter  reading  at  the  start  from  the  meter  reading  at  end 
of  coUeciion  of  condensate.  This  difference  gives  approximately  the  number 
of  cubic  feet  of  gas  (measured  at  meter  temperature  and  under  a  pressure  equal 
to  that  entered  above  as  the  total  gas  pressure)  burned  during  the  collection 
of  the  recorded  condensate  (cc).  Multiply  this  difference,  as  found  above, 
by  the  factor^  F,  to  find  the  volume  of  the  gas  under  standard  conditions 
(i.e.y  60**F.,  30  in.  pressure),  and  divide  the  condensate  (cc)  collected  by  this 
product  and  enter  the  resulting  quotient  on  the  record  as  the  condensate  per 
cubic  foot  of  gas  measured  at  GO'^F.  and  30  in.  pressure.  Enter  on  the  record 
the  average,  A,  of  the  two  values  found  as  above  from  the  two  tests  for 
condensed  water  collected. 

The  volume  indicated  by  the  meter  (as  given  "by  the  difference  between  the  final  and 
initial  meter  readings  corresponding  to  the  collection  of  condensate)  is  sufficiently  accurate 
for  the  purpose  of  determining  the  net  heating  value  unless  the  error  of  the  meter  is  large 
(over  1  per  cent.);  thus,  if  the  meter  reading  is  in  error  by  2  per  cent.,  the  resulting  error  in 
the  net  heating  value  will  be  about  1  B.t.u.  for  an  ordinary  illuminating  gas  of  about  600 
B.t.u. 

The  two  values  obtained  for  condensate  per  cubic  foot  (60*.  30  in.)  should  not  differ 
from  one  another  by  as  much  as  5  per  cent.  If  the  difference  attains  5  per  cent.,  it  indicates 
that  the  drainage  of  the  condensed  water  was  not  sufficiently  regular  to  justify  calculation 
of  net  heating  values  from  the  data  obtained. 

(b)  Enter  on  the  record  the  average  of  the  observed  heating  values. 

(c)  Enter  on  the  record  the  correction  for  heat  loss,  as  already  used  in 
calculating  the  total  heating  value. 

(rf)  Multiply  the  condensate  per  cubic  foot  of  the  gas  (measured  at  GO^T. 
and  30  in.)»  entered  opposite  A  in  the  record,  by  2.3  and  enter  the  product 
thuB  found  as  the  reduction  to  net. 

The  amount  of  heat  required  for  the  vaporisation,  at  the  usual  room  temperatures, 
of  1  e.e.  of  water  is  about  2.3  B.t.u.  The  reduction  to  net  as  calculated  above,  therefore, 
reprstenti  the  amount  of  beat  imparted  to  the  calorimeter  by  the  condensation  of  the  water 
ooUteted. 
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HEAT  VALUE  TEST  RECORD 


Place.  Bureau  Htds. 
Calorimeter  No.   J 1209 


Date.  Oct.  8,  1913  Time,  10  a.m.  Gas.  Gtn. 

Meter  No.  6312  Thermometer  No.:  Inlet,  5781 A  Outlet,  5781B 

Gas  line  purKcd  Yes                Meter  adjusted  Yes  Water  valve,  65  Damper,  doHi 

Differential  therm,  corr'n.  det'd.       Oct.  1.  1913  Last  meter  calibration  Sept.  4,  1913  (date) 


1 

p:nd 

Series  No.  1 

Series  No.  2  SericBNVS 

i 

Start 

1 

In-     Out- 
let      let 

In- 
let 

1 
Out-     In-    OH- 
let   .   let  .  k( 

Temp,  of  barometer. . . 

68*        68** 

Preliminary 

67.94 

86.54 

67.93  86.40 

67.90  ».« 

Barometer  reading 

29.52  29.51 

50 

45 

45 

Certif.  corr'n 

-0.01 

1 

Used  in 
averaging 

1 

! 

i 

1 

50 

49 

4» 

Tcmn.  corr'n 

-0.10 

43 

40 

49 

1 

Corr'd.  barom.  height. . 

29. 
1.5 

40 

36 

43               W 

Preiwuro  at  meter 

(inches  of  water) 

43 

47               43 

Kquiv.  (inches  of  mer- 
cury)   

0.11 

54 

1 

50               « 

Total  RAA  pressure 

29.51 

67.93 

49  67.98 

5067.90     Sf 

Meter  therm,  reading.. 

68.1      68.3 

50 

41' 

4» 

Certif.  corr'n 

-0.3 

50 

40 

Meter  temp 

67.9 

47 

48               tf 

Ucduction  factor  F 0 .  963 

40!              {38               4S 

I*i»y-               '  wet  bulb, 
chrometer  ^ 

[  dry  bulb 

53.0      53.0 

1                         i 

6S.0  1   68.5 

■ 

Humidity 

35'. 

Supplementary' 

49                       41                « 

Temp,  of  products 

69 

67.93        36    67.92        4167.90     G 

Time  of  1  meter  rev. . . . 

52" 

Average 

67.93  86.46    67 . 93  86. 45  67  90  « 45 

Certificate  corr'n 

Differential  corr'n. . . . 

Emergent  stem  eorr'n. 

Corrected  temp : 

Temp,  rise  T 

Water  heated  W 

• 

Kquiv.  rate  <,cu.  ft.  per 
hr.^ 

6.9 

-18    -25 

^ 

Condensed  Water  Collectetl 

Test     Test 

-02 

•  -18 

1 

-19    -1*  -» 

Meter  reading:  start. . . 

1            :: 
IS.l       19.4 

+08    . 

Meter  reading:  end 

19.1      20.4 

67.75  86. S7    67.75  S6.2«  67  :2?«.» 

Compensate  vcc^ 

21.6 

21  2 
21.9 

18.52 
6  74 

IS. 51 

l^M 

C*ondensate  per  cu.  ft. 
^6iV30ic 

22.3 

6  74 

fT2 

Averar?  A                                 22  1 

No.  of  rev.  of  meter. . 
Meter  calib.  1  rev.  — 
Gas  volume  V 

2 

1 

0.1006 

^^bwrved  b«"4t  vaJur  averac*^ 

tV|4 

o.aoi2 

Corr'n.  for  t.c%\  Iv*5   . . 

Observed  heating  value 
W  \  T 

y  \  F 

Cv'-rr'a.  for  heat  loss. . 

Cv-^rr'n.     for     atmos. 
bu=id 

644                    644 

1 

-->! 

:',i4 

-1 

*4 

T  : :  aI  he*:i:;g  value.   . 

6<9                   6<»                ^     \ 

*■ 

Average 

6t9    iBa.n.pvea.2t.  .fiOr.XB^ 
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(e)  To  the  observed  heating  value  add  the  correction  for  heat  losSj  including 
the  correction  taken  from  page  526  for  the  effect  of  difference  between 
inlet-water  temperature  and  room  temperature,  and  subtract  the  number 
derived  as  explained  above,  representing  the  reduction  to  nety  and  enter  the 
result  as  the  net  healing  value. 

The  heating  value  thus  found  is.  to  within  the  limits  of  experimental  error  of  the  test, 
the  net  heating  value  of  the  gas. 

It  is  shown  in  Tech,  Paper  86  that  determinations  of  net  heating  values  are  not  affected, 
provided  combustion  is  complete,  either  by  variations  in  the  amount  of  air  passing  through 
the  calorimeter  or  by  variations  in  atmospheric  humidity. 

The  observer  making  the  test  should  sign  the  record  as  evidence  that, 
to  the  best  of  his  knowledge,  the  observations  have  been  carried  out  as 
directed  and  that  the  computations  have  been  correctly  made.  The  sign- 
ing of  the  record  should  not  be  regarded  as  a  perfunctory  operation  and 
should  not  be  done  until  the  observer  has  satisfied  himself  by  careful  and 
critical  inspection  and  review  and  by  check  computations  that  the  results 
set  forth  are  reliable. 


Emergent  Stem  Corrections  to  Readings  of  Outlet-water  Thermometers  for 
Different  Immersions  of  Thermometers  in  Calorimeter.     (Bureau  of 

Standards  Circular  48.) 

(Table  applicable  when  temperature  of  inlet  water  is  approximately  equal  to 

room  temperature) 


Tempera- 
ture rise 
of  water, 


Temperature  of  room 


60* 


60" 


70* 


80* 


90* 


100* 


Thermometer  immersed  to  30*F. 


Thermometer  immersed  to  40*F. 


Thermometer  immersed  to  60  *F. 


Thermometer  immersed  to  60*F. 


I 


10 
16 
20 

f  10 
16 
20 

10 
16 
20 

10 
16 
20 


+0.02  +0.03 
+0.04  +0.06 
+0.06  +0.07 

+0.01 

+0.03  +0.04 
+0.04  +0.06 

+0.01  +0.01 
+0.02  +0.03 
+0.02  +0.04 


+0.04 
+0.06 


+0.06  +0.06+0.06 


+0.07 


+0.09  +0.11 


+0.00 
+0.00 
+0.00 


+0.02  +0.03 
+0.05 
+0.07 

+0.02 
+0.04 
+0.06 


+0.01  +0.02 


+0.01 
+0.02 


+0.03 
+0.04 


+0.03 
+0.06 
+0.09 

+0.03 
+0.06 
+0.07 

+0.02 
+0.04 
+0.06 


+0.09 
+0.13 


+0.10 
+0.16 


+0.04  +0.06 
+0.08  +0.09 


+0.11 

+0.04 
+0.07 
+0.09 

+0.03 
+0.06 
+0.07 


+0.12 

+0.06 
+0.08 
+0.11 

+0.04 
+0.06 
+0.09 


This  table  is  not  applicable  if  the  emergent  portion  of  the  stem  includes  an 
enlargement  in  the  capillary. 

Instead  of  using  the  above  table,  it  will  probably  be  somewhat  more 
convenient  to  make  out  a  stem-correction  table  for  the  particular  outlet- 
water  thermometer  that  is  to  be  used  with  the  calorimeter,  the  data  for  this 
separate  stem-correction  table  being  interpolated  from  the  above  table. 
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Suppose,  for  example,  the  outlet-water  thermometer  to  be  uaed  was  one 
that  was  immersed  to  the  30°F.  mark  on  the  scale,  and  a  stem-correction 
table  were  wanted  for  an  18*^F.  rise  in  temperature,  then  from  the  above 
table  we  obtain  the  following  stem-correction  table: 

Stem  Cobbection  for  Outlet-water  Thebmometeb  No.  — 

(Table  applicable  when  inlet  water  is  approximately  at  room  temperature, 
when  thermometer  is  immersed  to  the  30*^F.  mark,  and  when  the 

temperature  rise  is  approximately  18°F.) 


Inlet-water 
temperattire,  T. 

Stem 
correction,  degrees 

0  05 
0.06 
0.08 

Inlet-water 
temperature,  *F. 

Stem 
correction*  degieei 

50 
60 
70 

80 

90 

100 

0.09 
0.11 
0.13 

In  the  same  way  a  table  could  be  made  out  for  any  outlet-water  thermom- 
eter by  interpolation  in  the  general  table.  The  table  so  prepared  would 
apply  for  the  particular  point  to  which  the  thermometer  was  immersed  and 
for  the  particular  rise  in  temperature  with  which  the  observer  had  chosen 
to  work. 

Corrections  for  Difference  Between  Inlet- Water  Temperature  and  Room 

Temperature 

[In  this  table  are  given  the  data  from  which  to  determine  the  amounts  by 
which  the  total  and  the  net  heating  values,  calculated  from  the  observed 
heating  value  as  if  the  inlet  water  had  been  at  room  temperature,  must  be 
corrected  on  account  of  any  difference  in  temperature  between  inlet  water 
and  room.  The  correction  calculated  from  this  table  may  be  applied  with- 
out sensible  error  to  heating  values  of  illuminating  gas  of  about  600  B.t.u. 
as  determined  with  any  of  the  flow  calorimeters  except  the  Doherty  calorim- 
eter. The  correction  is  added  if  the  inlet  water  is  warmer  than  the  room; 
subtracted  if  the  inlet  water  is  colder.  See  page  522  for  an  example  of 
method  of  application  of  these  data  to  the  calculation.  In  calculating  the 
observed  heating  value,  the  stem  corrections  to  both  the  inlet  and  outlet 
water  thermometers  must  be  taken  into  account  when  the  inlet-water  tem- 
perature differs  from  room  temperature.) 


Room  temperature, 

Correctiona  in 

B.t.u.  per  l^F. 

op 

For  calculating  total 
heating  value 

For  calculatinc  net 
heating  ralue 

50 

0.5 

0.4 

60 

0.6 

0.4 

70 

0.7 

0.4 

80 

0.8 

0.4 

90 

0.9 

0.5 

100 

1.0 

0.5 

Correction  Factors  for  Gas  Volume.     (From  Bureau  of  Standards 
Circular  48.) 


(Multiply  observed  volume  of  saturated  gas  by  factor  to  correct  to  volume  of 
saturated  uaeataClin  of  lueteury  pressure  (32'K    and  60*F') 


Tbbi- 

Tolml  gu  preHurr— 

nohM 

,.„„ 

aa.o  28-i  28. a 

...3    2.,.U.=  !2,, 

28  7 

1 

».o»., 

29.3 

07 
M 

0  826  0  828  D  S3 

0  83.|o  837I0  WOO  M 

'""" 

0          0  9j( 

m 

0  STk'o  87f 

0  803 

0  sea 

Sif. 

is 

)  87f 

hi 

0  8SS 
0  89 

S8JI)  88 


0  880  0  8S3'0  8S«  U 


o  w)4  0  go  0  a  0 


0  932,0  630  0  939  0  941 

0  esslo  D'u.o  D4  n  d4S 

0  03    0  94    0  944  0  947 


0  920  0  9  a'D  92        930  0  933  0  S37l0  a 


\0  9J0  U  92  ,D  D: 


0  93Zlu  935  0  93)t  0 


0  yjSO  942  0  640  0  049  0  9 
0  94    D  944  0  948  0  OS    0  054  0  0 


0  948  0  9      0  955  0  950  0  SUi  0  OflS 


f  4S9.4)(3D  -  O.Si7D)' 


Correction  Factobb  for  Gab  Voluub — Conlinited. 

(Multiply  observed  volume  of  saturated  gaa  by  f&ctor  to  correct  to  volume  of 

saturated  gas  at  30  in.  of  mercury  pressure  Oa'S'.)  and  fiOT  '} 


Tern- 

Totill  (u  prewun— iDthea 

faert^y 

29.3 j 39.4  1  20.5 

20.6    2D  7    2B.S    2fi.fi    30.0 

jao.ijso.! 

30.3 

- 

»9 

0  8UI0  8940  B980.eOt  I 


0, 89110. 8850, 8981). 


, ,0.904  0.907  0.0100.914  0.9 

a.S04'0.898|0.901  0.904  0.907  0.91010. 914  O  OIT.O  o: 


)4  0.so7  0.fiio|o.e 


a  DOelO. 910  0.913  O.filH.O  ' 
O.BO9'0.S12  0.9ie  0.910  0.922  0, 


O.eiSIO. 918  0.622  0.92510. 928  0.931  0.984. 0.938  0.9410  9441 

0,flia'0.921  0.024  0.92810  93i;0.9M;0.937  0.  941  0      ■     

0.0210.924  0.927  0.930  0  934'0.937|0.940|0.944|O 


0.939  0.942  0.948  0.949iO. 
u.ud^  u.iid:i:u,u.»  0.94zlO.B4slO. 94810. 95210. 
0. 9350, 9380. 9410. 044. 0,94B'0. 9510, 9540 

'0,9570,96010.904, 0,9071 

0,900'o,983i0.960;0.970.i 
0!9S910!9a2,o!985o;989Jo;972o!975'( 
0!9a4  0!907|0l971'OB74;o!977  0!981( 


O.fiJSllO. 954  0.957  0.9' 
0.9i3lo,057  0.960  0.9630, 987  0 


0.962  0.966,0.069  U, 97310,976  0.979  0.983,0,986.1 


0,95810,962  0  965  0,968'0. 
0.96110,96.1  0.96B  0. 971, 0.u 
0 .  00410 ,  967  0 ,  970  0 ,  974l0 , 9 


0.970  0.973  0.970'0, 


0, 98410.987  0.900  0,994|( 


0.975  0,979  0.fiS2  0,98fl'0.989;o,902  0.  90610,909' 1. 

0,98510,988,0  992!o. 9050. 9BB'|. 002:- 

0,08710.99110,904,0,907  1,001.1,004 


^■c 

^oS' 

...1. 

g2o;« 

023 'fl 

917I0. 

920  0 

923,0 
926  0. 

5s 

0360, 
039  0 

945JD 

Si. 

^ii'g 

967;o 

sso'o 

962:0 
96510 

070  jO 

905'0. 

973  0 

984,'0 

97610. 

9«2'o 

990  0, 

»!: 

998  1. 

0011. 

002' 
010' 

003' 1. 

I»6ll.' 
014|1."' 

la  uaed;  Correctioii  faci 
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Corrections,  in  B.t.u.,  to  bb  Applied  to  Observed  Heating  Values  in 
Calculating  Total  Heating  Values  of  Illuminating  Gas 

(About  600  B.t.u.) 

(The  tabular  corrections  are  applicable  when  inlet  water,  air,  gas,  and 

products  are  all  at  approximately  the  same  temperature  and  when 

the  calorimeter  is  operated  at  normal  rate  of  gas  consumption) 


Tem- 
pera> 
ture 

Relative  humidity  of  air 

of 

room, 
etc.. 

op 

10  per 
cent. 

20  per 
oent. 

30  per 
oent. 

40  per 
cent. 

60  per 
cent. 

60  per 
cent. 

70  per 
cent. 

80  per 
cent. 

90  per 
cent. 

100  per 
cent. 

40 

+  2 

+  2 

+   1 

+1 

+  1 

+1 

0 

0 

0 

—  2, 

45 

+  2 

+  2 

+  2 

+1 

+  1 

+1 

0 

0 

0 

—  1 

50 

+  3 

+  3 

+  2 

+2 

+  1 

+  1 

0 

0 

0 

—  1 

55 

+  3 

+  3 

+  3 

+2 

+  1 

+1 

+1 

0 

0 

—  1 

60 

+  4 

+  4 

+  3 

+2 

+2 

+1 

+1 

0 

0 

—  1 

65 

+  5 

+  4 

+  4 

+3 

+2 

+2 

+1 

0 

—  1 

—  1 

70 

+  6 

+  6 

+  4 

+3 

+3 

+2 

+1 

0 

—  1 

-2 

75 

+  7 

+  « 

+  5: 

+4 

+3 

+2 

+1 

+0 

—  1 

-2 

80 

+  8 

+  7 

+  6 

+5 

+4 

+3 

+1 

0 

—  1 

-2 

85 

+10 

1  +  9 

+  7 

+6 

+4 

+3 

+2 

0 

—  1 

-3 

90 

+12 

+10 

+  9 

+7 

+5 

+4 

+2 

0 

-2 

-3 

95 

+14 

+  12 

+10 

+8 

+6 

+4 

+2 

0 

-2 

-4 

Corrections,  in  B.t.u.,  to  be  Applied  to  Observed  Heating  Values  in 
Calculating  Total  Heating  Value  op  Natural  Gas 

(About  1000  B.t.u.) 

(The  tabular  corrections  are  applicable  when  inlet  water,  air,  gas,  and 

products  are  all  at  approximately  the  same  temperature  and  when  the 

calorimeter  is  operated  at  normal  rate  of  gas  consumption) 


Tem- 
pera- 
ture 

Relative  humidity  ol 

fair 

of 

room, 

etc., 

'P. 

10  per 
cent. 

20  per 
cent. 

+  3 

30  per 
oent. 

40  per 
oent. 

60  per 
cent. 

00  per 
cent. 

70  per 
cent. 

80  per 
cent. 

90  per 
cent. 

100  per 
cent. 

40 

+  4 

+  3 

+  2 

+  2 

+1 

+  1 

0 

0 

-1 

45 

+  4 

+  4 

+  3 

+  3 

+  2 

+1 

+  1 

0 

0 

-1 

50 

+  5 

+  6 

+  4 

+  3 

+  3 

+2 

+  1 

0 

0 

-1 

55 

+  6 

+  6 

+  5 

+  4 

+  3 

+2 

+  1 

0 

—  1 

-1 

60 

+  8 

+  7 

+  6 

+  4 

+  3 

+2 

+  1 

0 

—  1 

-2 

65 

+  9 

+  8 

+  7 

+  6 

+  4 

+3 

+2 

0 

—  1 

-2 

70 

+11 

+  9 

+  8 

+  6 

+  6 

+3 

+2 

+1 

-2 

75 

+13 

+11 

+10 

+  8 

+  6 

+4 

+3 

4-1 

-3 

80 

+16 

+13 

+11 

+  9 

+  7 

+5 

+3 

4-1 

—  1 

-3 

85 

+18 

+16 

+  13 

+11 

+  9 

+6 

+4 

4-1 

-2 

-4 

90 

+21 

+19 

+16 

+13 

+10 

+7 

4-4 

4-1 

-2 

-6 

95 

+26 

+22 

+19 

+16 

+12 

+8 

+5 

4-1 

-2 

-6 

84 
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Approximate  English-Metric  Equivalents 

1  inch  8=  2.540  centimeters. 

1  yard  =  0.9144  meter. 

1  cubic  inch  =  16.39  cubic  centimeters. 

1  cubic  foot  =  0.0283  cubic  meter. 

1  liquid  ounce  =  29.67  cubic  centimeters. 

1  liquid  quart  =  0.9463  liter. 

1  grain  =  0.0648  gram. 

1  ounce  avoirdupois  =  28.35  grams. 

1  pound  avoirdupois  =  0.4536  kilogram. 

1**  Fahrenheit  =  %  degree  Centigrade. 

1  British  thermal  unit  =  0.2520  calorie. 

1  B.t.u.  per  cubic  foot  =  8.89  calories  per  cubic  meter. 

1-inch  water  pressure  =  l.87-mm.  Hg  pressure. 


Corrections  for  the  Reduction  of  Barometric  Heights  to  Standard  Tem- 
perature (82*T.) 


(In  the  table  are  given,  for  barometric  heights  of  20,  25,  and  30  in.,  the 

amounts,  in  inches,  to  be  subtracted  from^  the  observed  readings  of  a 

barometer  with  brass  scale,  to  reduce  the  heights,  observed  at 

various  temperatures,  to  inches  of  mercury  at  32®F.) 


Temperature, 

Observed  barometric  height. 

Lnohes 

"F. 

20 

25 

30 

40 

0.02 

0.03 

0.03 

50 

0.04 

0.05 

0.06 

60 

0.06 

0.07 

0.09 

70 

0.08 

0.09 

on 

80 

0.09 

0.12 

0.14 

90 

on 

0.14 

0.17 

100 

0.13 

0.16 

0.19 
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Record  Sheet  tor  Gas  Calorimeter  Readings 


Qab  Calobucstkb  Rbadinob 


Place  of  Tert Date. 


No, 


Time 

Time 

Time 

"Kjnd  of  gaa 

Calorimeter,  land 

1 

Barometer  reading ,       .     *' 

Tetnperature  of  ffaa •         . ,    . 

Correction  factor 

Temperature  of  atmoaohere 

Tempf^rftture  of  exhaust 

Condensed  water  collected 

• 

Time  one  revolution  of  meter 

i 

Gaa  consumed  during  test  >                  * 

Rate  of  combustion 

Weight  of  wat«r. ,  • 

Per  cent,  atmoanheric  humidity 

Temperatures  of  water 

1    Inlet 

1 

Outlet 

Inlet 

Outlet 

Inlet 

Outlet 

1 

1 

2 
3 

4 
5 
6 
7 
8 
9 

t 

Read  at  least  ten  times  during 

1                   ! 

two  revolutions  of  meter  hand 

! 

i 

1 

■ '  "      r  ■  * ' 

' 

1 

10 



i 

Average  temperature 

Thermometer  correction 1 

1 

1 

1 

Actual  temperature 1 ' 

1 
1 

Rise  in  temperature ■ 

■ 

:            i 

B.t.u.  recorded 

Correction  for  atmospheric  humid] 
B.t.u.  corrected 

ity... 

In  using  heating  value  computer,  take  figures  indicated  by  asterisk* 


Obsenrer 
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Heating  Values  of  Various  Gases  (B.t.u.  per  Cu.  Ft>  at  60*T.  and  30  In. 

of  Mercury) 

Hydrogen 326.2 

Carbon  monoxide 323 . 0 

Ethylene 1688.0 

Propylene 2347.0 

Butylene 3099.0 

Acetylene 1476.0 

Benzene 3807.0      . 

Coal 600.0 

Blue  water-gas , 340.0 

Blast-furnace 108.0 

Producer 165.0 

Blau 1700.0 

Pintsch 1500.0 

Liquefied  petroleum  gas 2200 . 0 


Laboratory  Gas  Meters.     (From  Bureau  of  Standards  Circular  48.) 

(a)  Description. — Laboratory  gas  meters,  which  are  intended  for  precise 
measurement  of  gas  volumes,  are  commonly  of  the  wet-meter  type,  and 
are  usually  made  with  capacities  of  Ho  or  H2  cu.  ft.  or  of  3  liters  for  one 
revolution  of  the  measuring  drum;  }4o  cu.  ft.  meters  are  alao  made  for 
inspection  work. 

A  detailed  description  of  the  construction  and  mode  of  operation  of 
laboratory  gas  meters,  together  with  an  account  of  an  investigation  of  the 
sources  of  error  to  which  such  meters  are  hable,  and  the  accuracy  attainable 
in  their  use,  may  be  found  in  Technologic  Paper  No.  86  of  the  Bureau  of 
Standards. 

The  mode  of  operation  of  such  meters  will  be  described  with  reference 
to  the  diagrammatic  sketch  of  Fig.  138.  The  meter  consists  of  an  outer 
cylindrical  casing  which  is  filled  with  water  to  the  level  indicated.  Within 
this  casing  is  the  measuring  drum  rotating  on  a  horizontal  axis.  This  axis 
projects  through  the  front  of  the  meter  casing,  passing  through  a  stuffing 
box.  The  bearing  at  the  other  end  of  the  axis,  not  shown  in  the  figure,  is 
entirely  under  water. 

Outside  of  the  stuffing  box  the  end  of  the  axis  of  the  drum  is  connected 
to  the  indicating  mechanism  of  the  meter.  It  is  preferable  to  have  the 
principal  hand  (the  long  hand)  of  the  meter  mounted  directly  upon  the 
axis  of  the  drum  and  in  such  a  way  that  the  hand  can  not  slip  relative  to  the 
drum  or  axis.  The  smaller  hands  of  the  meter,  which  indicate  multiples  of 
the  quantities  indicated  by  the  principal  hand,  are  connected  to  the  axis 
of  the  drum  by  means  of  a  system  of  gear  wheels. 

The  measuring  drum  has  five  compartments,  four  of  which  are  made  by 
dividing  the  cylindrical  portion  by  means  of  suitable  partition  walls.  These 
four  compartments  arc  so  shaped  that  the  openings  of  each  compartment, 
one  on  the  front  and  one  on  the  back  of  the  drum,  are  nearly  radial  and 
make  an  angle  of  about  160**  with  each  other.     The  fifth  compartment 
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covers  the  whole  of  the  back  face  of  the  measuring  drum,  and  openit  into  each 
of  the  four  other  compartments. 

The  mode  of  operation  of  such  a  meter  may  be  understood  by  following 
one  of  the  four  compartments  of  the  drum  through  a  complete  revolution, 
starting  with  the  (MDmpartment  at  its  lowest  position,  when  it  is  full  of  water 
and  both  the  openings  are  under  water. 

The  gas,  passing  through  the  inlet  tube  enters  the  back  compartment 
and  by  its  pressure  on  the  inclined  faces  of  the  partition  walls  of  the  other 
compartments,  causes  the  drum  to  revolve.  The  opening  at  the  rear  of  the 
compartment  which  is  under  water  emerges,  allowing  the  gas  to  enter  the 
compartment,  while  the  contained  water  is  discharged  through  the  other 


.■  Gas  Ouf-iBf 


PiQ.   138. — ^Section  ot  eiperimoqUl  gae  metar. 


openings  along  the  axis  and  at  the  front.  As  the  drum  continues  to  revolve, 
the  compartment  gradually  becomes  filled  with  gaa.  However,  before 
the  opening  at  the  front  emerges  from  the  water  the  one  at  the  bock  dips 
into  and  is  closed  by  the  water,  sealing  off  momentarily  a  certain  volume  of 
gas.  As  the  drum  now  continues  to  revolve,  the  opening  at  the  front  emerges 
from  the  water  and  the  gas  escape's  into  the  outer  casing,  being  displaced  by 
the  water  entering  through  the  large  opening  along  the  axis  and  the  radial 
opening  at  the  back,  the  process  continuing  until  the  compartment  is  again 
entirely  submerged.  The  gas  is  discharged  from  the  meter  casing  through 
the  outlet  connection. 

During  each  revolution,  each  compartment  delivers  the  amount  of  gas 
it  coDtuned  at  the  instant  it  was  sealed  off,  an  amount  which  will  evidently 
depend  on  the  position  of  the  water  level. 
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(&)  Choice  of  Meter. — There  is  little  that  can  be  said  that  will  aid  the 
purchaser  in  the  choice  of  a  meter,  as  the  working  parts  are  concealed 
and  wearing  qualities  are  not  easily  determined  by  inspection.  All  the 
wet  meters  furnished  with  the  gas  calorimeters  listed  in  circvUar  48,  with 
one  exception,  were  practically  identical  in  essential  details  of  design,  and 
differed  principally  in  the  materials  of  construction  and  in  the  grade  of 
workmanship,  factors  on  which  the  satisfactory  operation  of  the  meters  is 
largely  dependent.     Important  features  are  as  follows: 

1.  The  leveling  device  usually  consists  of  three  leveling  screws  on  tripod 
base  with  two  levels  at  right  angles,  or  a  circular  level,  or  a  plumb  bob 
on  the  meter. 

2.  Provision  should  be  made  for  adjustment  of  water  level  in  the  meter 
to  a  fixed  mark,  either  with  a  gage  glass,  a  sight  box  (which  is  an  extension 
of  the  meter  casing  having  front  and  back  faces  of  glass),  or  an  automatic 
overflow.  The  gage  glass  and  the  sight  box  are  equally  satisfactory,  but 
the  automatic  overflow,  as  exemplified  in  the  Elster  meter  furnished  with 
the  Junkers  calorimeters,  was  found  to  be  unsatisfactory.  The  inside 
diameter  of  the  gage  glass  should  be  not  less  than  %  in.  and  the  con- 
necting tubes  between  the  gage  glass  and  the  meter  should  be  so  large  as 
to  avoid  the  possibility  of  the  passage  being  obstructed.  The  mark  to 
which  the  water  level  is  set  must  be  of  such  form  that  accurate  settings  can  be 
made;  a  simple  pointer  on  the  outside  of  the  gage  glass  is  not  satisfactory. 

3.  The  use  of  materials  that  will  not  give  trouble  due  to  corrosion  is 
important. 

4.  Well-made  bearings,  stuffing  boxes,  etc.,  and  accessibility  of  stuffing 
box  for  repacking  are  essential. 

5.  Proper  shaping  of  the  measuring  compartments  of  the  drum  to  give  a 
fair  degree  of  proportionality  of  the  graduated  scale  and  to  avoid  undue 
fluctuations  of  the  water  level  during  the  rotation  of  the  drum,  is,  of  course, 
ver>'  necessary. 

6.  Provision  should  be  made  for  emptying  and  cleaning  the  meter  and 
for  running  in  and  withdrawing  water  in  adjusting  the  water  surface,  as 
well  as  provision  for  draining  the  *'dry  well"  at  the  meter  inlet. 

7.  An  enamel  dial  is  preferable,  without  glass  face  plate.  While  the 
latter  does  not  increase  the  error  due  to  parallax,  it  reflects  light  and  some- 
times increases  the  difficulty  of  reading. 

8.  In  f{o  and  K2  cu.  ft.  meters  the  subdivision  of  the  dial  is  usually 
into  100  parts,  each  tenth  graduation  being  numbered  and  being  some- 
what longer  than  the  intermediate  graduations;  it  would  be  a  convenience 
to  also  lengthen  every  fifth  graduation.  An  auxiliary  dial  giving  the  rate 
of  gas  delivered  from  readings  of  the  meter  dial  one  minute  apart  is  also 
provided  on  some  metei-s,  as  well  as  suitable  small  dials  on  the  face  of  the 
meter  to  register  the  number  of  revolutions  of  the  meter  index. 

9.  Tlie  large  hand  should  extend  to  the  middle  of  the  graduations,  with 
its  end  close  to  the  dial. 

10.  A  thermometer  should  be  provided,  with  its  bulb  immersed  in  the 
water  in  the  meter. 

11.  A  well-made  meter  in  proper  adjustment,  with  the  stuffing  box 
packing  not  too  tight,  should  operate  on  a  small  and  constant  back  pressurei 
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so  that  the  calibration  will  be  practically  independent  of  the  rate  up  to 
rates  of  about  10  cu.  ft.  per  hour. 

(c)  Adjustment  of  Meter. — Before  proceeding  with  the  calibration, 
the  meter  must  be  carefully  adjusted  as  follows: 

1.  Level  the  meter  with  the  aid  of  the  levels  or  the  plumb  bob  mounted 
on  the  meter.  Care  should  be  taken  to  insure  that  the  levels  are  not  loose 
nor  in  such  condition  that  they  can  be  easily  displaced  relative  to  the  meter. 

2.  Adjust  the  index  of  the  meter  relative  to  the  dnvn  in  the  following 
manner:  It  will  be  observed  that  there  is  considerable  fluctuation  of  the 
water  level  in  the  gage  glass  four  times  during  each  revolution  of  the  index, 
these  fluctuations  occurring  each  time  that  a  compartment  is  sealed  off. 
The  index  should  be  so  set  relative  to  the  drum  that  the  index  will  pass 
through  the  zero  position  midway  between  two  such  fluctuations  of  water 
level;  e.g.^  if  the  dial  is  divided  into  100  divisions,  the  index  should  be  at 
12.5,  37.5,  62.5,  and  87.5  approximately  at  the  times  these  fluctuations  in 
water  level  occur.  Unfortunately  meters  are  usually  made  with  slip  hands, 
BO  that  this  adjustment  must  be  frequently  verified  by  the  user. 

3.  Adjust  the  surface  of  the  water  in  the  meter.  The  water  in  the 
meter  should  be  saturated  with  the  medium  used  in^testing,  by  passing 
2  or  3  cu.  ft.  of  the  gas  or  the  air  through  the  meter  before  this  adjustment  is 
made;  and  enough  water  should  be  used  to  bring  its  level  somewhat  above 
the  fixed  mark  to  which  it  is  to  be  adjusted.  Pass  enough  gas  through  the 
meter  to  bring  the  long  hand  to  the  zero  position  and  then  disconnect  the 
tubing  leading  to  the  inlet,  thus  leaving  both  inlet  and  outlet  open  to  the 
air.  To  avoid  displacing  the  meter,  it  is  better  to  disconnect  not  at  the 
meter,  but  at  the  distant  end  of  the  inlet  tube.  Drain  off  the  water  until 
the  lower  boundary  of  the  meniscus  in  the  gage  glass  or  in  the  sight  box 
coincides  with  the  fixed  mark.  The  meter  should  then  be  again  connected 
to  the  gas  supply,  run  one  or  more  revolutions,  again  disconnected,  and 
the  adjustment  verified. 

An  error  of  Jfe  in*  in  the  setting  of  the  water  surface,  a  similar 
displacement  of  the  fixed  mark,  or  an  equivalent  error  in  the  leveling  of  the 
meter  will  cause  an  error  of  about  1  per  cent,  in  the  indications.  It  is 
evident  therefore  that  the  leveling  of  the  meter  and  the  adjustment  of  the 
water  surface  should  be  done  with  great  care. 

(d)  Calibration  of  Meter. — For  the  calibration  of  the  laboratory  wet 
gas  meter  one  may  use  a  fractional  cubic-foot  bottle,  a  cabinet-type  or  an 
immersion-type  cubic-foot  bottle,  a  meter  prover,  or  a  cahbrated  meter; 
or  the  meter  may  be  tested  by  direct  weighing  of  the  water  displaced  from 
a  suitable  container  by  the  gas,  or  displacing  the  gas  which  passes  through 
the  meter  during  one  or  more  revolutions  of  the  drum.  For  any  one  of 
these  methods  either  air  or  gas  may  be  used  as  the  testing  medium  if  care  is 
taken  to  saturate  the  water  with  the  air  or  gas  before  the  test  and  to  prevent 
the  water  from  giving  up  any  of  the  dissolved  gas  during  the  test.  The 
water  in  the  test  apparatus  may  be  quickly  saturated  by  bubbling  gas 
through  it  and  the  water  in  the  meter  is  saturated  by  the  passage  of  1  or  2 
cu.  ft.  of  gas.  Except  when  it  is  desired  to  calibrate  a  meter  containing  the 
same  water  that  has  previously  been  used  in  it,  it  is  generally  more  con- 
venient to  test  with  air  than  with  gas. 
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In  the  calibration  of  the  meter  an  accuracy  of  0.2  or  0.3  per  cent,  or 
better  should  be  secured  if  possible.  If  the  highest  accuracy  obtainable  in 
the  use  of  a  wet  meter  is  to  be  obtained,  it  must  be  calibrated  in  place  after 
adjustment  at  the  time  when  it  is  to  be  used.  However,  this  procedure  is 
not  generally  necessary,  since  the  probable  accuracy  of  readjustment  of 
the  meter  is  usually  sufficient  when  care  is  taken,  and  the  procedure  is  often 
inconvenient.     (See  "interpretation  of  results,''  page  539.) 

If  considerable  resistance  is  offered  to  the  motion  of  the  meter  drum,  as 
evidenced  by  a  considerable  drop  of  gas  pressure  between  inlet  and  outlet, 
then  the  capacity  of  the  dnun  per  revolution  will  be  appreciably  different  at 
different  rates  of  gas  passage.  For  this  reason  a  meter  which  shows  a 
difference  of  pressure  between  inlet  and  outlet  of  more  than  0.1  or  0.2  of  an 
inch  of  water  pressure  should  be  tested  when  running  at  the  speed  at  which 
it  is  to  be  used.  A  meter  showing  a  difference  of  pressure  of  0. 1'  in.  or  less 
may  generally  be  tested  at  any  speed  less  than  the  one  at  which  it  is  to  be 
used  without  introducing  serious  error  in  the  result. 

Tests  of  laboratory  meters  can  be  successfully  made  with  either  the 
cabinet-type  or  the  immersion-type  cubic-foot  bottle  at  any  speed  at  which 
such  meters  would  ordinarily  be  used.  The  precautions  and  operating 
method  will  be  evident  from  the  following  section,  describing  the  use  of  a 
fractional  cubic-foot  bottle  and  from  the  directions  given  for  the  calibration 
of  meter  provers.  When  using  either  type  of  bottle,  the  air  should  re- 
main in  the  bottle  until  there  is  no  doubt  that  it  is  fully  saturated  with 
water  vapor  and  ^t  the  temperature  of  the  bottle.  In  using  the  immersion- 
type  bottle  care  must  be  taken  to  prevent  changes  of  temperature  due  to 
evaporation  of  the  water  from  the  surface  of  the  bottle  as  described  under 
the  section  on  '* calibration  of  meter  provers." 

Using  a  meter  prover  which  has  been  calibrated,  the  test  of  a  laboratory 
meter  may  be  performed  at  the  speed  at  which  the  meter  is  to  be  used; 
but  it  is  necessary  to  exercise  great  care  in  securing  nearly  constant  tem- 
perature of  the  air  inside  and  around  the  prover  bell.  In  this  respect  the 
covered-bell  prover  has  marked  advantages.  If  the  test  is  carried  out  with 
the  air  in  the  prover  at  the  ordinary  pressure  of  \}*i  in.  of  water,  the  speed 
of  the  meter  should  be  regulated  by  stopping  down  the  outlet  of  the  meter 
so  that  the  rate  will  be  the  same  as  that  while  the  meter  is  being  used.  In 
such  tests  a  sufficient  quantity  of  air  should  be  discharged  through  the 
meter  to  permit  reasonable  accuracy  in  the  reading  of  the  prover;  with 
the  ordinary  5-cu.  ft.  prover  at  least  2  cu.  ft.  of  gas  should  be  used  in  order 
to  secure  an  accuracy  of  0.1  per  cent. 

The  method  of  comparison  of  a  laboratory  meter  with  another  calibrated 
meter  is  described  in  detail  in  Technologic  Paper  No.  36  of  the  Bureau  of 
Standards.  If  a  meter  which  requires  a  small  differential  pressure  for  its 
calibration  has  been  calibrated  by  the  use  of  a  fractional  cubic-foot  bottle, 
this  can  then  be  used  for  testing  other  meters  at  various  speeds  even  though 
the  other  meters  require  considerable  pressure  for  their  operation  at  these 
higher  rates. 

The  method  of  testing,  in  which  the  water  which  displaces  or  is  dis- 
placed by  the  gas  is  weighed,  is  described  in  detail  in  Technologic  Paper 
No.  36  of  the  Bureau  of  Standards. 
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(e)  Calibration  with  Fractional  Cubic-Foot  Bottle. — The  ordinary  frac- 
tional cubic-foot  bottle  can  not  be  conveniently  used  to  test  meters  at  a 
speed  as  great  as  5  or  6  cu.  ft.  per  hour;  it  is,  however,  very  convenient  for 
testing  those  meters  which  msiy  be  tested  at  a  lower  speed.  Since  many 
of  the  modem  American-made  mejbers  are  included  in  this  class,  the  frac- 
tional cubic-foot  bottle  method  is  much  used. 

The  fractional  cubic-foot  bottle  is  a  metal  container  terminating  at  the 
top  and  at  the  bottom  in  glass  tubes.  The  bottle  is  made  so  that  the  volume 
included  between  two  gage  marks  on  the  glass  tubes  is  equal  to  Ko  (or 
H3)  cubic  foot.  The  upper  outlet  of  the  bottle  is  closed  by  a  three-way 
stopcock,  by  means  of  which  the  bottle  may  be  connected  either  to  a 
supply  of  gas  or  to  the  meter  to  be  tested.  The  lower  outlet  of  the 
bottle  is  connected  by  flexible  tubing  to  a  movable  reservoir.  Enough  water 
is  put  into  the  system  so  that  when  the  movable  reservoir  is  set  on  the 
lower  of  two  adjustable  shelves,  the  water  level  in  the  bottle  will  be  at  the 
lower  gage  mark;  while  when  the  movable  reservoir  is  set  on  the  upper 
shelf,  the  water  level  in  the  bottle  will  be  at  the  upper  gage  mark.  To 
facilitate  maintenance  of  the  proper  temperature,  the  bottle  may  be  sur- 
rounded by  a  small  tank  filled  with  water  at  the  temperature  of  the  water 
in  the  meter. 

For  the  calibration  of  a  J{o-cu.  ft.  meter  a  Ko-cu.  ft.  bottle,  and  for 
the  calibration  of  a  K2-CU.  ft.  meter  the  K2-CU.  ft.  bottle  would,  of 
course,  be  chosen. 

Manijmlaiion. — After  the  water  in  both  meter  and  bottle  are  saturated 
with  gas  or  air  and  the  temperature  of  both  instruments  and  the  contained 
water  is  adjusted  to  be  equal  to  room  temperature,  the  meter  is  leveled 
and  the  water  surface  in  it  adjusted.  The  amount  of  water  in  the  bottle 
and  the  height  of  the  supports  for  the  leveling  tank  are  also  adjusted  to 
bring  the  water  to  the  proper  graduations  at  each  position  of  the  tank.  The 
test  is  then  carried  out  as  follows: 

1.  Connect  one  branch  of  the  three-way  stopcock  of  the  bottle  to  the 
gas  supply  and  the  other  branch  to  the.  meter  inlet.  Connect  a  burner 
provided  with  a  pilot  light  to  the  outlet  of  the  meter. 

2.  Starting  with  the  bottle  filled  with  water,  displace  the  water  with  gas. 

3.  Test  for  gas  leaks.  Force  the  gas  in  the  bottle  through  the  meter, 
but  before  all  the  gas  has  been  discharged  from  the  bottle  shut  off  the  gas 
beyond  the  meter.  Put  a  block  about  2  in.  high  on  the  upper  adjustable 
shelf  and  set  the  movable  reservoir  on  this,  and  allow  a  sufficient  quantity 
of  gas  to  escape  through  the  meter  so  that  the  water  in  the  bottle  is  visible 
in  the  upper  glass  tube.  The  pressure  on  the  gas  will  then  be  equivalent 
to  at  least  2  in.  of  water.  Then  observe  whether,  during  a  period  of  five 
minutes,  there  is  any  appreciable  displacement  of  the  water  level  in  the 
bottle. 

4.  Again  fill  the  bottle  with  gas  and  force  enough  gas  through  the  meter 
to  bring  the  index  to  the  zero  position. 

5.  Fill  the  bottle  with  gas.  Since  the  gas  is  supplied  under  pressure, 
it  is  necessary  after  the  bottle  is  filled  to  disconnect  it  from  the  gas  supply 
and  allow  the  surplus  gas  to  escape  into  the  air  (not  through  the  meter). 
The  water  level  in  the  bottle  should  now  be  at  the  gage  mark. 
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6.  Note  and  record  the  temperature  of  the  room,  of  the  meter,  and  of  the 
water  in  the  movable  reservoir,  and  the  reading  of  the  meter. 

7.  Raise  the  movable  vessel  to  the  upper  adjustable  shelf,  displacing 
the  gas  contained  in  the  bottle  through  the  meter.  When  the  water  level 
in  the  bottle  has  come  to  rest  at  the  upper  gage  mark,  read  and  record  the 
reading  of  the  meter. 

8.  Refill  the  bottle  and  displace  the  gas  through  the  meter,  performing 
the  operation  five  or  six  times,  recording  temperatures  and  meter  readings 
each  time. 

CompukUions. — 1.  The  volume  of  the  bottle  may  be  so  accurately  ad- 
justed that  there  should  be  no  necessity  for  applying  a  correction  for  the 
error  in  the  volume  of  the  bottle.  The  change  in  the  volume  of  the  bottle, 
due  to  the  thermal  expansion  of  the  metal,  may  be  neglected. 

2.  The  gas  in  the  bottle  is  measured  at  atmospheric  pressure,  but  while 
this  gas  is  forced  through  the  meter  the  pressure  is  increased  slightly,  and 
in  the  meter  the  gas  is  measured  at  this  increased  pressure,  with  the  result 
that  the  volume  indicated  by  the  meter  is  smaller  than  it  would  have  been 
if  measured  at  "the  same  pressure  in  the  meter  as  in  the  bottle.  Usually 
the  increase  of  pressure  will  be  only  a  few  tenths  of  an  inch  of  watery  so  that 
the  error  introduced  will  be  negligible.  It  is  well,  however,  to  connect  a  U 
gage  to  the  line  leading  from  the  bottle  to  the  meter  so  as  to  measure  the 
pressure  existing  while  the  meter  is  running.  If  the  pressure  was  found  to 
be  equivalent  on  the  average  to  1  in.  of  water  the  volume  indicated  by  the 
meter  would  have  to  be  increased  by  0.2  per  cent.  It  is  preferable,  however, 
to  make  the  manipulations  so  that  the  correction  will  be  small  enough  to  be 
negligible. 

3.  If  the  water  in  the  bottle  and  that  in  the  meter  are  at  dififerent  tem- 
peratures, then  the  gas  will  successively  acquire  these  temperatures  and 
tend  to  expand  or  contract  in  passing  from  the  bottle  to  the  meter,  depend- 
ing upon  whether  the  water  of  the  meter  is  at  a  higher  or  lower  temperature 
than  that  in  the  bottle.  Correction  for  such  difference  in  temperature 
must  therefore  be  applied  to  the  results  obtained  in  order  to  obtain  a  correct 
comparison  of  the  meter  and  the  bottle.  These  corrections  may  be  made 
by  the  use  of  the  formulas  already  given  (page  527) ;  or  the  volume  under  each 
condition  of  measurement  may  be  reduced  to  standard  conditions,  using  the 
correction  factors  given  on  page  527.  However,  if  the  difference  in  tem- 
perature between  the  meter  and  the  bottle  is  very  small,  it  is  possible  to 
correct  for  this  by  increasing  the  volume  indicated  by  the  meter  by  0.3 
per  cent,  for  each  1°F.  that  the  meter  temperature  is  below  the  bottle 
temperature.  This  last  procedure  should  be  adopted  for  only  small  differ- 
ences of  temperature. 

4.  The  calculations  should  be  made  separately  for  each  bottle  full  of  gas 
displaced  through  the  meter  and  the  results  averaged.  While  the  same 
result  would  be  obtained  by  taking  only  the  initial  and  final  readings,  no 
check  would  be  provided  on  the  accuracy  of  the  test  if  this  were 
done ;  and  possibly  a  false  impression  would  be  created  as  to  the  accuracy 
attained. 

Example.     Suppose  the  following  observations  were  made: 
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Temperature  of  room 70.0**F, 

Temperature  of  bottle 70. 6**F. 

Temperature  of  meter 69. 6®F. 

Gas  pressure  while  meter  is  nmning  (inches  of  water) .     1.4 

Initial  meter  reading 16 .  1993 

Final  meter  reading 15.2996 

The  simple  method  of  correction  would  then  be  as  follows: 

Volume  indicated  by  meter 0 .  1003 

Correction  foi  pressure +3 

Correction  for  temperature +3 

Volume  indicated  by  meter  per  0.1  cu.  ft.  of  gas 0. 1009 

Therefore,  the  meter  delivers  0.0991  cu.  ft.  per  revolution. 

In  this  example  significant  differences  in  temperature  and  pressure  were 
assumed  in  order  to  illustrate  the  method  of  making  the  corrections.  In 
an  actual  test  it  is  desirable,  and  generally  possible,  to  make  these  differences 
so  small  that  no  correction  is  necessary. 

Alternate  Method. — If  a  supply  of  gas  at  constant  pressure — e.^.,  from  a 
gas  holder — ^is  available,  there  are  some  advantages  in  using  the  method  of 
displacing  the  gas  through  the  meter  into  the  bottle.  The  procedure  out- 
lined may  be  readily  modified  so  as  to  be  suitable  for  use  in  this  method  of 
calibration.  The  principal  modification  would  be  in  making  the  test  for  gas 
leaks.  This  test  should  be  made  with  the  bottle  filled  with  gas  and  the 
indication  of  leakage  would  be  given  by  the  motion  of  the  meter  index. 

(/)  Interpretation  of  Result. — The  result  obtained  by  the  calibration 
of  the  meter  with  the  particular  adjustments  which  it  had  at  the  time  of 
the  test  is  the  one  to  be  used  for  the  meter  on  the  day  that  the  calibration 
is  carried  out,  provided,  of  course,  the  water  level,  etc.,  of  the  meter  are 
not  readjusted.  However,  when  the  meter  is  used  after  it  has  been  re- 
leveled  and  the  water  level  readjusted,  then  the  average  of  all  recent  calibra- 
tions should  be  used,  since  it  is  more  probable  that  this  average  corresponds 
to  the  adjustment  made.  A  number  of  calibrations  for  the  meter  when 
set  up  and  adjusted  should  be  made  at  different  times;  and  unless  a  pro- 
gressive change  in  the  meter  is  indicated,  the  average  of  all  the  results  should 
be  used  as  best  representing  the  calibration. 
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A  Select  Bibliography  of  the  Extraction  of  Gasoline  from  Natural  Gas   t/ 

1912 — BuRRBLL,  Georqe  A.,  and  Allen,  Irvinq  C.    Liquefied  products 

from  natural  gas,  their  properties  and  uses.     1912.     {Tech.  Paper 

10,  Bureau  of  Mines.) 

Deals  with  the  development  of  gas  liquefaction  by  pressure,  its  early 

attempts,  later  improvements,  and  experiments  in  liquefying  crude  natural 

gas.     Efficiency  of  liquefied  product  for  definite  uses.     Handling  of  natural 

gas  products  other  than  liquefied  gas. 

1918 — BuRRELL,  Georqe  A.,  and  Seibert,  Frank  M.     The  sampling  and 
examination  of  mine  gases  and  natural  gas.     1913.     {Bulletin  42, 
Bureau  of  Mines.) 
Tests  for  gasoline  content  of  natural  gas.     Natural  gas  a  source  of  gasoline. 
Principles  involved  in  the  manufacture  of  gasoline  from  natural  gas. 
1915 — Matthews,  F.  E.     Gasoline  from  natural  gas.     1915.     {Power,  42, 
677  and  678.) 
The  process  described  consists  of  compressing  the  gas  and  then  cooling 
it.     A  table  is  given  of  the  chemical  constituents  and  commercial  products 
derived  from  crude  petroleum  and  natural  gas. 

1916 — Burrell,  G.  a.,  and  Jones,  G.  W.     Methods  of  testing  natural  gas 
for  gasoline  content.     1916.     {Tech.  Paper  87,  Bureau  of  Mines.) 
Natural  gas  to  be  treated  by  compression  and  condensation  methods 
may  be  tested  for  its  gasoline  content  by  determining  the  specific  gravity 
of  the  gas  and  the  percentage  of  absorption  in  oil. 

Burrell,  G.  A.,  Biddison,  P.  M.,  Oberfell,  G.  G.     The  extraction  of 
gasoline  from  natural  gas  by  absorption  methods.     1916.     {Met.  Chem. 
Eng.,  14,  651-660.) 
The  article  deals  with  a  method  of  extracting  gasoline  from  natural  gas 
by  absorbing  the  gasoline  in  oil  and  subsequently  separating  the  gasoline 
from  the  oil  by  distillation. 
1916 — Gasoline  from  natural  gas.     1916.     {Sci.  Am.  Supply  81,  187.) 

A  general  review  of  the  hi.story  and  development  of  the  industry. 
Glick,    Bernard   N.     Gasoline    from   natural   gas.     1916.     {Automohiley 
35,  777-80.) 
Three  processes  are  discussed :  compression  and  condensation,  refrigeration 
and  absorption  processes. 

1917 — Burrell,   George  A.,   Biddison,   P.   M.,  and  Oberfell,   G.   G. 
Extraction  of  gasoline  from  natural  gas  by  absorption  methods.     1917. 
{Bulletin  120,  Bureau  of  Mines.) 
Describes  the  manufacture  of  gasoline  from  casinghead  gas.     Develop- 
ment of  absorption  process.     Occurrence  of  gasoline  in  natural  gas.     Anal- 
ysis and  tests  of  natural  gas  used  in  experiment. 

1918 — Dykema,    W.    p.     Recovery    of    gasoline    from    natural    gas    by 

compression.     1918.     {Bulletin  161,  Bureau  of  Mines.)     Reprinted  in 

Petroleum  Rev.,  39,  Nos.  841-56,  Aug.-Dec,  1918. 

General  description  of  the  procests  followed  and  mention  made  of  the 

history  of  the  industry,  factors  to  be  considered  in  examining  field  from 

which  the  gas  is  to  be  taken,  methods  of  collecting  natural  gas,  data  on 

plant  practice,  condensate,  the  use  of  ammonia  as  an  auxiliary  cooling 

agent,  machines  used  in  compression  plants,  costs  of  compression  plants,  etc. 
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Cyswxw^VL,  G.  G.     Teatiiig  natural  gas  for  ganoKne.     191&     (/.  EmL  Bw§. 
Chtm,,  10,  211-14.) 
Deals  with  casinghead  gas  and  describes  the  method  of  opciatiag  and 
of  distillation.     A  table  is  attached  giving  a  summary  of  the  resuha  obtained 
with  the  cubic-foot  absorber. 

1919 — Be.vdit,    Louis.     Casinghead    gasoline    proeeas    discuflBed.     1919. 

iOa  A  Gas  /.,  17,  62-63.)     Reprinted  in  Petroleum  runes,  S.  15-17. 

Description  of  the  various  methods  of  testing  gas  and  Uie  eztimctioa  of 

gasoline  therefrom.     ^Ide  variation  in  yield  of  different  gases  in  many  fields. 

BcRRELL,    G.  A.     Natural    gas    gasoline    plants.     1919.     (N'aL  Got   A 

rjoMline,  13,  57-61;  also  in  Gat  Record,  15,  105-108;  Petroleum  Age, 

6,  101-4.) 

The  article  was  written  with  a  view  of  bringing  out  errors  that  are  being 

made  in  plant  operations  or  mistakes  in  plant  design. 

1919 — BuRRELL,  0.  A-,  BiDDisox,  P.  M.,  and  Oberfell,  G.  G.     Testing 

natural    gas   for   gasoline   content.     1919.     {Water  <t   Gae    Rev.,  29, 

12-13.) 

Deals  with  the  laboratory'  method,  the  analyses  and  tests  of  natural  gas 

used  in  cxperimentH  and  tests  with  small  portable  absorber.     Table  given 

of  results  of  tests  of  fresh  and  treated  natural  gas. 

HuRRELL,  CiEo.  A.,  BiDDiso.v,  P.  M.,  and  Oberfeix,  G.  G.     Extraction  of 
gasoline  from   natural  gas  by  absorption   methods.     1919.     {Waier 
&  Gas  Rev.,  29,  25-6.) 
'  Extract  from  Bulletin  120,  Bureau  of  Mines,  by  the  same  authors. 
Dykema,   W.   p.     Recent  developments  in  the  absorption  process  for  re- 
coverinp;  gas^)line  from  natural  gas.     1919.     (Bulletin  176,  Bureau  of 
Mines.) 
DiMcuswis   tlie   character   of   natural   gas  treated  by  absorption,  plant 
(liisiKH,  types  of  testers  and  use  of  same.     Cost  of  plants  and  records  of 
same. 

Dykkma,  W.  p.,  and  Neal,  Roy  O.  Determining  gasoline  in  natural 
Kas.  HH9.  (AiUomotii'e  Intl.,  40,  57-59;  Chem.  Eng.,  27,  5-6.) 
Description  of  a  new  absorption  method  evolved  at  the  Bartlesville 
Experiment  Station.  The  method  is  effected  by  using  an  absorption 
apparatus,  which  is  constructs  according  to  the  principle  of  the  Friederich 
wash-bottle. 

Northrup,  John  D.     Gasoline  from  natural  gas.     1919.     (Salt  Lake  Min. 
Rev.,  21,  27-8.) 
Description  of  the  history  of  the  industry-,  the  method  followed  and  the 
amount  of  gasoline  produced. 

Oberfell,  G.  G.,  and  Burrell,  G.  A.     Testing  gas  for  the  gasoline  content. 
1919.     {Oil  cfc  Gas  J.,  18,  70-72.) 
Information   by  two   chemical   engineers  on   the   methods  followed  in 
gasoline  extraction. 

Oberfell,  G.  G.,  Shinkle,  S.  D.,  and  Meserve,  S.  B.     Testing  natural 
gas  for  gasoline  content.     1919.     {J.  Ind.  Eng.  Chem.,  11,  197-200.) 
The  principle  of  this  method  for  testing  natural  gas  for  gasoline  content 
consists  in  absorbing  the  vapors  in  a  solid  absorbing  medium  such  as  char- 
coal and  subsequently  recovering  gasoline  by  distillation. 
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Spencer,  Jr.,  E.  A.     Gasoline  from  natural  gas.     1919.     (  Gaa  Engine, 
21,  188;  Nat.  Gaa  &  Gasoline,  18,  5.) 

States  that  the  by-products  of  the  gasoline  manufacture  should  be  saved 
and  advises  as  the  best  method  the  absorption  process. 
1919 — Spencer,  E.  A.     Gasoline  recovery.     1919.     {Nat.  Gas  &  GasolinSy 
18,  51-52.) 

The  absorption  process  described  and  illustrated,  step  by  step.  In  West 
Virginia,  100,000  gal.  of  gasoline  are  daily  recovered  from  natural  gas  and 
most  of  it  is  manufactured  under  the  Greo.  A.  Saybolt  patent  rights  (U.  S. 
Patent  No.  889927,  April  18,  1911),  held  by  the  Hope  Natural  Gas  Co.,  of 
Pittsburgh,  Pa.  The  whole  process  is  continuous.  The  gas  passes  counter- 
current  to  the  oil  and  the  oil  absorbs  from  the  gas  the  gasoline  content. 


Capacities,  in  Cu.  Ft.  per  24  Hours,  of  Thin  Plate  Orifices 

Capacities,  in  Cubic   Feet  per  Twenty-four  Hours,  op  a  One- 

sixtbenth-Inch  Thin  Plate  Orifice. 

Thickness  of  Plate,  One-eighth  Inch. 
Used  in  Testing  Small  Natural  and  Casinghead  Gas  Wells. 

Specific  Gravities — 0.6  to  1.7. 
Temperature — 60**F.  Atmospheric  Pressure — 14.4 


Pressure 
in.  of 
water 


Pressure 
in.  of 
water 


0.5 
1.0 
1.5 
2.0 
2.5 
3.0 
3.5 
4.0 
4.5 
5.0 
5.5 

e.o 


0.6 


0.65 


0.7 


0.75 


0.8 


0.85 


0.9 


0.95 


1.05 


1.0 


0.5 

94 

90 

87 

84 

82 

79 

77 

75 

73 

1.0 

139 

134 

129 

125 

121 

117 

114 

111 

108 

1.5 

173 

166 

160 

155 

150 

145 

141 

137 

134 

2.0 

204 

196 

189 

182 

177 

171 

166 

162 

158 

2.5 

226 

217 

209 

202 

196 

190 

184 

180 

175 

3.0 

248 

238 

229 

222 

215 

208 

202 

197 

192 

3.5 

270 

259 

250 

241 

234 

227 

220 

214 

209 

4.0 

290 

279 

269 

260 

252 

244 

237 

231 

225 

4.5 

308 

296 

286 

276 

267 

259 

252 

245 

239 

5.0 

325 

313 

301 

291 

282 

273 

266 

258 

252 

5.5 

342 

329 

317 

306 

296 

287 

279 

272 

265 

6.0 

358 

344 

331 

320 

310 

300 

292 

284 

277 
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Capacities,  in  Cubic  Feet  pbb  Twbnty-foub  Houbs,  of  a  One- 
eighth-inch  Thin  Plate  Obificb 

Thickness  of  Plate,  One-eighth  Inch 
Used  in  Testing  Small  Natural  and  Casinghead  Gas  Wells 

Specific  Gravities— 0.6  to  1.7 
Temperature — 60**F.  Atmospheric  Pressure — 14.4 


Pressure 
in.  of 
water 

0.6 
465 

0.65 
446 

0.7 

0.75 

0.8 

0.85 

0.9 

0.95 

1.0 

0.5 

430 

416 

402 

390 

379 

369 

300 

1.0 

650 

625 

602 

582 

563 

547 

531 

-617 

504 

1.5 

818 

786 

758 

732 

709 

688 

668 

650 

634 

2.0 

938 

902 

869 

839 

813 

788 

766 

746 

727 

2.5 

1065 

1023 

986 

953 

922 

895 

870 

846 

825 

3.0 

1162 

1116 

1076 

1039 

1006 

976 

949 

923 

900 

3.5 

1273 

1223 

1178 

1138 

1102 

1069 

1039 

1012 

986 

4.0 

1356 

1302 

1255 

1212 

1174 

1139 

1107 

1077 

1050 

4.5 

1441 

1384 

1334 

1289 

1248 

1210 

1176 

1145 

1116 

5.0 

1523 

1464 

1410 

1363 

1319 

1280 

1244 

1210 

1180 

5.6 

1607 

1544 

1488 

1438 

1392 

1350 

1312 

1277 

1245 

6.0 

1678 

1612 

1554 

1500 

1453 

1410 

1370 

1334 

1300 

Pressure 
in.  of 
water 

1.05 

1.10 

1.15 

1.20 

1.30 

1.40 

1.50 

1.00 

1.70 

0.5 

351 

343 

336 

329 

316 

304 

294 

285 

276 

1.0 

491 

481 

470 

460 

442 

426 

411 

398 

387 

1.6 

618 

604 

591 

579 

566 

536 

518 

501 

486 

2.0 

709 

693 

678 

664 

638 

614 

593 

576 

558 

2.5 

804 

787 

769 

763 

724 

697 

674 

662 

633 

3.0 

878 

858 

839 

822 

789 

761 

736 

711 

690 

3.5 

961 

940 

919 

900 

866 

833 

805 

779 

766 

4.0 

1024 

1001 

979 

968 

921 

887 

857 

830 

805 

4.5 

1088 

1064 

1041 

1019 

979 

943 

911 

882 

866 

6.0 

1151 

1125 

1100 

1077 

1035 

997 

963 

933 

905 

6.5 

1214 

1187 

1161 

1136 

1092 

1052 

1016 

984 

965 

6.0 

1268 

1239 

1212 

1187 

1140 

1099 

1061 

1028 

997 
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Capacities,  in  Cubic  Feet  per  Twenty-four  Hours,  of  a  One- 
quarter-inch  Thin  Plate  Orifice 

Thickness  of  Plate,  One-eighth  Inch 
Used  in  Testing  Small  Natural  and  Casinghead  Gas  Wells 

Specific  Gravities — 0.6  to  1.7 
Temperature — 60®F.  Atmospheric  Pressure — 14.4 


Pressure 
in.  of 
water 

0.6 

0.65 

0.7 

0.75 

0.8 

0.85 

0.9 

0.95 

1.0 

1 

0.5 

1181 

1135 

1094 

1056 

1023 

992 

965 

.  938 

915 

1.0 

1575 

1513 

1458 

1409 

1364 

1323 

1286 

1252 

1220 

1.5 

1936 

1860 

1792 

1732 

1677 

1627 

1581 

1538 

1500 

2.0 

2259 

2170 

2092 

2020 

1965 

1898 

1845 

1795 

1750 

2.5 

2582 

2480 

2390 

2310 

2236 

2169 

2108 

2052 

2000 

3.0 

2827 

2716 

2617 

2529 

2448 

2375 

2308 

2247 

2190 

3.5 

3000 

2940 

2833 

2737 

2650 

2670 

2498 

2431 

2370 

4.0 

3266 

3138 

3024 

2921 

2828 

2744 

2666 

2596 

2530 

4.5 

3474 

3336 

3215 

3106 

3007 

2918 

2835 

2760 

2690 

5.0 

3640 

3498 

3370 

3256 

3153 

3058 

2972 

2893 

2820 

5.5 

3834 

3684 

3550 

3429 

3320 

3221 

3130 

3046 

2970 

6.0 

4002 

3845 

3705 

3580 

3466 

3362 

3268 

3180 

3100 

Pressure 
in.  of 
water 

1.05 

1.10 

1.15 

1.20 

1.30 

1.40 

1.50 

1.60 

1.70 

0.5 

893 

872 

853 

835 

802 

773 

747 

723 

702 

1.0 

1191 

1163 

1138 

1114 

1070 

1031 

996 

964 

936 

1.5 

1464 

1430 

1398 

1369 

1315 

1268 

1225 

1186 

1150 

2.0 

1708 

1668 

1632 

1597 

1535 

1479 

1428 

1383 

1342 

2.5 

1952 

1906 

1865 

1825 

1754 

1690 

1633 

1581 

1534 

3.0 

2137 

2088 

2042 

2000 

1921 

1851 

1788 

1731 

1680 

3.5 

2312 

2260 

2210 

2163 

2078 

2003 

1935 

1873 

1818 

4.0 

2469 

2412 

2359 

2309 

2219 

2138 

2065 

2000 

1940 

4.5 

2625 

2565 

2508 

2455 

2359 

2273 

2196 

2126 

2063 

5.0 

2752 

2688 

2630 

2574 

2473 

2383 

2302 

2229 

2163 

5.5 

2898 

2831 

2770 

2711 

2605 

2510 

2425 

2348 

2278 

6.0 

3025 

2955 

2890 

2830 

2718 

2620 

2531 

2450 

2377 
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Capacities,  in  Cubic   Feet  per  Twenty-four  Hours,  of  a  Three- 

EIQHTHS-INCH   ThIN  PlATE   OrIFICE 


Thickness  of  Plate,  One-eighth  Inch 
Used  in  Testing  Small  Natural  and  Casinghead  Gas  Wells 

Specific  Gravities — 0.6  to  1.7 
Temperature — 60**F.  Atmospheric  Pressure — 14.4 


Pressure 
in.  of 
water 

0.6 

0.65 

0.7 
2100 

0.75 

0.8 

0.86 

0.9 

0.95 

1.0 

0.5 

2270 

2180 

2030 

1970 

1910 

1850 

1810 

1760 

1.0 

3460 

3320 

3200 

3090 

3000 

2910 

2820 

2760 

2680 

1.5 

4310 

4140 

3990 

3860 

3730 

3620 

3520 

3420 

3339 

2.0 

4830 

4640 

4470 

4320 

4180 

4060 

3940 

3840 

3740 

2.6 

5400 

5190 

5000 

4830 

4680 

4540 

4410 

4290 

4186 

3.0 

6770 

6560 

5350 

6170 

5000 

4860 

4720 

4690 

4474 

3.5 

6290 

6060 

6830 

6630 

5460 

6290 

6140 

5000 

4875 

4.0 

6650 

,  6390 

6160 

5950 

5760 

5690 

6430 

5280 

5152 

4.5 

7210 

6930 

6680 

6450 

6240 

6060 

6890 

5730 

5585 

5.0 

7680 

7380 

7110 

6870 

6650 

6460 

6270 

6100 

6946 

5.5 

1  8100 

7790 

7600 

7250 

7020 

6810 

6620 

6440 

6278 

6.0 

8290 

7970 

7680 

7420 

7180 

6970 

6770 

6690 

6423 

Pressure 
in.  of 
water 


0.6 
1.0 
1.5 
2.0 
2.5 
3.0 
3.5 
4.0 
4.5 
5.0 
5.5 
6.0 


1.05 


1.10 


1.20  '  1.30 


1.40 


1720 
2620 
3260 
3650 
4080 
4370 
4760 
5030 
5450 
5800 
6130 
6270 


1680 
2550 
3180 
3560 
3990 
4260 
4650 
4910 
5330 
5670 
5980 
6120 


1640 

1610 

2500 

2450 

3110 

3050 

3490 

3410 

3900 

3820 

4170 

4080 

4550 

4450 

4800 

4700 

5210 

5100 

5540 

5430 

5850 

5730 

5990 

5860 

1540 
2350 
2930 
3280 
3670 
3920 
4270 
4520 
4900 
5210 
5510 
5630 


1490 
2260  i 
2820  ! 
3160  ; 
3540  : 
3780 
4120 
4350 
4720 
5020 
5310 
5430 


1.50 


1440 
2190 
2730 
3050 
3420 
3650 
3980 
4210 
4560 
4850 
5130 
5240 


1.60    I    1.70 


1390 
2120 
2640 
2960 
3310 
3540 
3850 
4070 
4410 
4700 
4960 
5080 


1350 
2050 
2560 
2870 
3210 
3430 
3740 
3950 
4280 
4560 
4810 
4930 
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Capacities,  in  Cubic  Feet  per  Twenty-four  Hours,  of  a  Onb- 

HALF-iNCH  Thin  Plate  Orifice 


Thickness  of  Plate,  One-eighth  Inch 
Used  in  Testing  Small  Natural  and  Casinghead  Gas  Wells 

Specific  Gravities — 0.6  to  1.7 
Temperature — 60°F.  Atmospheric  Pressure — 14.4 


Presaure 

in.  of 

0.6 

0.65 

0.7 

0.75 

0.8 

0.85 

0.9 

0.95 

1.0 

water 

4,320 

0.5 

4,490 

4,160 

4.020 

3,890 

3.770 

3,670 

3,570 

3.480 

1.0 

6.260 

6,010 

5,790 

5.600 

5.440 

5.260 

5,110 

4,970 

4,850 

1.5 

7,900 

7,590 

7,310 

7,070 

6.840 

6.640 

6,450 

6,280 

6.120 

2.0 

9,140 

8.780 

8,460 

8.170 

7,910 

7.680 

7.460 

7,260 

7.080 

2.5 

10,220 

9,820 

9.470 

9.140 

8,850 

8.590 

8.350 

8,120 

7.920 

3.0 

11.160 

10,720 

10.330 

9,980 

9,660 

9.370 

9.110 

8,860 

8.640 

3.5 

12,020 

11,550 

11.130 

10,750 

10,410 

10.100 

9.810 

9,550 

9.310 

4.0 

12.800 

12,290 

11,850 

11.440 

11.080 

10.750 

10,450 

10.170 

9.910 

4.5 

13.480 

12,950 

12.480 

12,050 

11.670 

11,320 

11,000 

10.710 

10.440 

5.0 

14,130 

13,570     13.080 

12.640 

12.230 

11,870 

11,530 

11.230 

10.940 

5.5 

14,690 

14.110  :  13.600 

13.130 

12.720 

12.340 

11,990 

11.670 

11.380 

6.0 

15.210 

14.620  '  14.080 

13.610 

13,170 

12,780 

12.420 

12.090 

11,780 

Pressure 

in.  of 

1.05 

1.10 

1.15 

1.20 

1.30 

1.40 

1.50 

1.60 

1.70 

water 

0.5 

3.400 

3.320 

3.250 

3.180 

3.050 

2,940 

2.840 

2,750 

2,670 

1.0 

4,730 

4.620 

4.520 

4.420 

4.250 

4,100 

3.960 

3,830 

3,720 

1.5 

5,970 

5.830 

5.710 

5.590 

5,370 

5,170 

5.000 

4,840 

4.690 

2.0 

6.910 

6,750 

6.600 

6.460 

6,210 

5,980 

5,780 

5.600 

5.430 

2.5 

7.730 

7.550 

7,380 

7.230 

6,950 

6.690 

6,470 

6,260 

6.070 

3.0 

8.430 

8,240 

8,060 

7.890 

7.580 

7,300 

7,050 

6,830 

6.630 

3.5 

9.090 

8,880 

8,680 

8.500 

8.170 

7,870 

7,600 

7,361 

7.140 

4.0 

9,670 

9.450 

9,240 

9.050 

8.690 

8,380 

8.090 

7.840 

7,600 

4.5 

10,190 

9.950 

9.730 

9.530 

9,160 

8,820 

8.520 

8,250 

8.010 

5.0 

10,680 

10.430 

10,200 

9,990 

9,600 

9.250 

8,930 

8,650 

8,390 

5.5 

11.100 

10.850 

10,610 

10.380 

9,980 

9.610 

9,290 

8.990 

8,720 

6.0 

11.500 

11,230 

10.990 

10.760 

10,330 

9.960 

9,620 

9.310 

9,040 
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Capacities,  in  Cubic  Feet  peb  Twenty-four  Hours,  of  a  Three- 
quarter-inch  Thin  Plate  Orifice 

Thickness  of  Plate,  One-eighth  Inch 
Used  in  Testing  Small  Natural  and  Casinghead  Gas  Wells 

Specific  Gravities — 0.6  to  1.7 
Temperature — 60°F.  Atmospheric  Pressure — 14.4 


PresBure 

in.  of 

0.6 

0.65 

0.7 

0.76 

0.8 

0.86 

0.9 

0.95 

1.0 

water 

0.5 

i 
10.560     10,150 

9,780 

9.450 

9,150 

8.880 

8,630 

8.400 

8.180 

1.0 

14.530     13.960 

13.450 

13,000 

12,580 

12,210 

11.860 

11.550 

11.260 

1.5 

17,720  1  17,030 

16.410 

15,850 

15.350 

14,890 

14.470 

14.080 

13.730 

2.0 

20,390  ;  19,590 

18.870 

18.230 

17,650 

17.130 

16.650 

16,200 

15,790 

2.5 

22,740 

21,850 

21,050 

20,340 

19,700 

19.110 

18,570 

18.070 

17,620 

3.0 

24,880 

23,900 

23.030 

22.250 

21,550 

20,900 

20.310 

19,770 

19.270 

3.5 

26,990 

25,930 

24,980 

24,140 

23,370 

22,670 

22,030 

21.450 

20,900 

4.0 

28.970 

27,830 

26.820 

25,910 

25,090 

24,340 

23.650 

23.020 

22.440 

4.5 

30,800 

29.590 

28.510 

27,550 

26,670 

25,870 

25.150 

24,470 

23,860 

5.0 

32.500 

31.230 

30,090 

29,070 

28,150 

27.210 

26.540 

25,830 

25,180 

5.5 

34.080 

32.740 

31.530 

30,480 

29,510 

28.630 

27,830 

27.080 

26,400 

6.0 

35.630 

34,230 

32,990 

31.870 

30,860 

29.940 

29,090 

28.320 

27,600 

Pressure 
in.  of 
water 

1 .  05 

1.10 

1.15 

1.20 

1.30 

1.40 

1.50 

1.60 

1.70 

0.5 

1.0 

1.5 
2.0 
2.5 
3.0 
3.5 
4.0 
4.5 
6.0 
5.5 
6.0 


7,990 
10.980 
13,400 
15.410 
17.190 
18.810 
20.400 
21.900 
23.280 
24.570 
25,760 
26,930 


7.800 
10.730 
13,090 
15.060 
16.800 
18,380 
19.930 
21,400 
22.750 
24,000 
25,170 
26,310 


7.630 
10,500 
12,800 
14.730 
10,430 
17,970 
19.490 
20.920 
22.250 
23,580 
24,620 
25,740 


7.470 
10.280 
12,530 
14,420 
l''.D80 
17,590 
19.080 
20,480 
21.770 
22,980 
24,100 
25,200 


7,170 
9,870 
12,040 
13.850 
15.450 
16.900 
18,330 
19.680 
20.920 
22,080 
23,150 
24.200 


6.920 
9.510 
11.600 
13.350 
14,890 
16.290 
17,670 
18.960 
20.160 
21.280 
22.310 
23.330 


6,680 
9.190 
11,210 
12.890 
14.380 
15.730 
17.070 
18.320 
19.480 
20.550 
21.550 
22.530 


6.470 
8.900 
10.850 
12,480 
13.930 
15.230 
16.530 
17.740 
18.860 
19,900 
20,870 
21.820 


6,280 
8.630 
10.530 
12,110 
13,510 
14,780 
16,030 
17.210 
18,300 
19.310 
20,250 
21,170 
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Capacities,  in  Cubic  Feet  per  Twenty-pour  Hours,  op  a  One- 
inch  Thin  Plate  Oripicb 


Thickness  of  Plate,  One-eighth  Inch 
Used  in  Testing  Small  Natural  and  Casinghead  Gas  Wells 

Specific  Gravities — 0.6  to  1.7 
Temperature — 60°F.  Atmospheric  Pressure — 14.4 


Pressure 

in.  of 

0.6 

0.65 

0.7 

0.75 

0.8 

0.85 

water 

I 

26.440 

25.440 

24.500 

23.660 

22,920 

22.220 

2 

37,610 

36.040 

34.750 

83.600 

82.520 

31,530 

3 

46.440 

44,640 

43,000 

41,540 

40.240 

89,020 

4 

52.630 

50,690 

48,740 

47.060 

45,600 

44,200 

5 

57,880 

55.630 

53,610 

51,790 

50,160 

48,640 

6 

63,140 

60.720 

58,480 

56.490 

54,720 

53,060 

7 

68.110 

65.470 

63,090 

60,910 

59.040 

57.210 

8 

73,050 

70.220 

67,680 

65,350 

63.310 

61.390 

9 

77,680 

74,680 

72.000 

69.500 

67,340 

65.280 

10 

82.340 

79,150 

76,270 

73,650 

71,370 

69.190 

11 

86.680 

83,320 

80,300 

77.540 

75,120 

72.840 

12 

90,720 

87,190 

84,000 

81.140 

78,600 

76.220 

Mercury 

0.5 

67.200 

64.600 

62.300 

60,100 

58.200 

56.500 

1 

95.200 

91.500 

88,200 

85.100 

82,500 

80.000 

1.5 

116.600 

112.000 

108,000 

104,300 

101,000 

Q7.900 

2 

134.600 

129.400 

124.700 

120.400 

116.700 

113.100 

2.5 

145,600 

139.900 

134,900 

130.200 

•   126,200 

122.400 

3 

164,900 

158.500 

152.700 

147,500 

142,900 

138,600 

3.5 

•   178,200 

171.300 

165,100 

159,400 

154.500 

149,800 

4 

190.400 

183.000 

176.400 

170.300 

165.000 

;   160.000 

5 

212.900 

204,600 

197.200 

190.400 

184,500 

178.900 

6 

233.200 

224.100 

216,000 

208.600 

202,100 

195.900 

7 

251.900 

242,100 

233.400 

225.300 

218.300 

211,700 

8 

269,400 

258.900 

249.500 

240,900 

233,400 

226,400 

9 

285.700  . 

274.600 

264,700 

255.600 

247,600 

240.100 

M) 

301.200 

j 

289.500 

279.000 

269.400 

!  261,000 

253.100 

11 

.  315,800 

303.600 

292,500 

282.500 

273.700 

265,400 

12 

328,400 

315,700 

304.200 

293.800 

284.600 

276.000 
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Capacities,  in  Cubic  Feet  per  Twenty-pour  Hours,  op  a  One- 
inch  Thin  Plate  Oripice 


Thickness  of  Plate,  One-eighth  Inch 
Used  in  Testing  Small  Natural  and  Casinghead  Gas  Wells 

Specific  Gravities— 0.6  to  1.7 
Temperature — 60**F.  Atmospheric  Pressure — 14.4 


Pressure 
in.  of 
water 


0.9 


0.95 


1.0 


1.05 


1.1 


1.15 


1 

2 
3 

4 

5 

6 

7 

8 

9 

10 

11 

12 


Mercury 


21.600 
30.640 
37.940 
42.980 
47.280 
51.600 
55.630 
59.680 
63.480 
67.270 
70.800 
74.110 


21.020 
29.800 
36.880 
41.800 
45.980 
50.180 
54.120 
58.050 
61.720 
65.420 
68.880 
72.000 


20.520 
29.080 
86.000 
40.800 
44.880 
48,900 
52.800 
56,640 
60,240 
63.840 
67,200 
70.320 


20,010 
28.360 
35.130 
39.790 
43.770 
47,760 
51.500 
55,240 
58.800 
62.280 
65.560 
68.610 


19.560 
27.720 
34,320 
38.880 
42,760 
46.650 
50.320 
54,000 
57.430 
60,860 
64.080 
67.030 


19.120 
27,120 
33,550 
38.040 
41.830 
45.640 
49.220 
52.800 
56.160 
59.520 
62.660 
65,560 


0.5 

54.900 

53.400 

52.100 

50,800 

49.600 

1 

48,600 

1 

77,800 

75.600 

73.800 

72,800 

70.300 

68.800 

15 

95,300 

92.600 

90.400 

88.200 

86,200 

84,300 

2 

110.000  ' 

107,000 

104.400 

101,800 

99,500 

97.300 

2  5 

118,900 

115.700 

112.900 

110,100 

107.600 

105,303 

3 

134,700 

131.000 

127.800 

124,700 

121.800 

119.200 

3  5 

145,600 

141.600 

138,200 

134.800 

131.700 

128.800 

4 

155,600 

151.300 

147,600 

144.000 

140.700 

137.600 

5 

174,000 

169,200 

165.000 

161,000 

157,300 

153.900 

6 

190.500 

185,300 

180.800 

176,400 

172.300 

168.600 

7 

205,800 

200.200 

195,300 

190,600 

186.200 

182.100 

8 

220,100 

214,000 

208,800 

203,700 

199,100 

194,700 

9 

233,500 

227,000 

221.500 

216.100 

211.200 

206.500 

10 

246,100 

239,300 

233.500 

227.800 

222.600 

217.700 

11 

258.000 

250,900 

244.800 

238.900 

233,400 

228,300 

12 

268.400 

261,000 

254.600 

248.400 

242.700 

237,400 
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Capacities,  in  Cubic  Febt  per  Twenty-four   Hours,  of  a  One- 
inch  Thin  Plate  Orifice 


Thickness  of  Plate,  One-eighth  Inch 
Used  in  Testing  Small  Natural  and  Casinghead  Gas  Wells 

Specific  Gravities — 0.6  to  1.7 
Temperature — 60°F.  Atmospheric  Pressure 


—14.4 


Pressure 

in.  of 

1.2 

1.3 

1.4 

1.5 

1.6 

1.7 

water 

1 

18.720 

18.000 

17,320 

16,750 

16.200 

15,720 

2 

26,540 

25.480 

24,570 

23,760 

22.990 

22.290 

3 

32,850 

31.560 

30,400 

29,370 

28,440 

27.600 

4 

37.220 

35.760 

34.460 

33.310 

32,230 

31,270 

5 

40.940 

39.360 

37.920 

36.620 

35,470 

34,410 

6 

44.680 

42.960 

41.370 

39,960 

38,680 

37,530 

7 

48.190 

46,320 

44.610 

43.100 

41,730 

40,480 

8 

51,690 

49.680 

47.850 

46.220 

44.760 

43.410 

9 

54.960 

52.800 

50.880 

49.170 

47,610 

46.200 

10 

58.240 

55.960 

53.920 

52,100 

50.440 

48.960 

11 

61.320 

58.920 

56,780 

54.860 

53.110 

51,520 

12 

64.170 

61.680 

59.400 

57.400 

55,580 

53.920 

Mercury 

42.500 

0.5 

47,500 

45.700 

44.000 

41,100 

39.900 

1 

67.300 

64.700 

62.300 

60.200 

58.300 

56.600 

1.5 

82.500 

79.200 

76.300 

73.800 

71.400 

69.300 

2 

95,300 

91.500 

88.200 

85.200 

82.500 

80.000 

2.5 

103,000 

99.000 

95.400 

92,200 

89,200 

86.500 

3 

116,600 

112.000 

108.000 

104,300 

101,000 

98.000 

3.5 

126.100 

121.200 

116.700 

112.800 

109.200 

105.900 

4 

134.700 

129.400 

124.700 

120.500 

116.600 

113.200 

5 

150.600 

144.700 

139.400 

134.700 

130.400 

126.500 

6 

165,000 

158,500 

152,700 

147,600 

142.900 

138.600 

7 

178.200 

171,200 

165.000 

159.400 

154,300 

149.700 

8 

190.600 

183.100 

176.400 

170.500 

165.000 

160.100 

9 

202.100 

194,200 

187,100 

180.800 

175.000 

169.800 

10 

213.100 

204,700 

197.300 

190.600 

184.500 

179.000 

11 

223.400 

214,700 

206.800 

199.900 

193.500 

187.700 

12 

232.400 

223,300 

215.100 

207.000 

201,200 

195.200 

558 


APPENDIX 


Capacities,  in  Cubic  Feet  peb  Twenty-four  Hours,  op  a  Onb- 

AND-ONE-QUARTER^INCit   ThIN   PlATE   OrIFICE 

Thickness  of  Plate,  One-eighth  Inch 
Used  in  Testing  Small  Natural  and  Casinghead  Gas  Wells 

Specific  Gravities — 0.6  to  1.7 
Temperature — 60°F.  Atmospheric  Pressure — 14.4 


Pressure 
in.  of 
water 


0.5 
1.0 
1.5 
2.0 
2.5 


3 
3 
4 
4 
5 


0 
5 
0 
5 
0 


6.5 


0.6 


0.65 


0.7 


0.75 


0.8 


0.85 


0.9 


0.95 


32,780 
46,260 
56,600 
64.840 
72.400 
77.980 
84,490 
91.400 
97,810 
103.260 
107,230 


31,490 
44.440 
54.380 
62.300 
69.570 
74.920 
81.180 
87,810 
93.980 
99.210 
103.020 


30.350 
42.830 
52.410 
60.040 
67.040 
72,200 
78,220 
84.620 
90,560 
95.610 
99.280 


29.320 
41,380 
50.630 
58.000 
64.760 
69.750 
75.570 
81,750 
87,490 
92,370 
95,910 


28,390 
40,060 
49,020 
56,160 
62,710 
67,540 
73,170 
79.150 
84,710 
89,430 
92,870 


27.540 
38,860 
47,560 
54,480 
60,830 
65.520 
70,980 
76,790 
82,180 
86,760 
90,090 


38,860 

37.770 

47.560 

46,210 

54,480 

52,940 

60,830 

59.120 

65.520 

63.670 

70,980 

68.980 

76,790 

74,620 

82,180 

'      -  -         _  _ 

79,860 

26.760 
37.770 
46,210 
52,940 
59.120 
63.670 
68.980 
74.620 
79,860 
84.310 
87,550 


26,050 
36.760 
44.980 
51,530 
57.540 
61,970 
67,140 
72.630 
77,730 
82,060 
85.210 


1.0 


25,300 
35,830 
43.850 
50.230 
56,090 
60,410 
65,450 
70,800 
76,770 
80,000 
83.060 


Pressure 
in.  of 
water 


1.05 


1.10    I     1.15 


1.20 


1.30 


1.40 


1.50 


1.70 


0.5 

24.779 

24.210 

23.680 

23,180 

22,270 

21.458  1 

20,730 

20.070 

19.470 

1.0 

34.968 

34,160 

33.410 

32,710 

31.420 

30.280 

29,250 

28.320 

27.480 

1.5 

42.790 

41.810 

40.890 

40,030 

38,460 

37.060 

35,800 

34,670 

33.630 

2.0 

49,020 

47.890 

46.840 

45.850 

44,050 

42.450 

41,010 

39.710 

38.520 

2.5 

54,735 

53.480 

52.300 

51.200 

49.190 

47,400 

45,800 

44,340 

43,020 

3.0 

58,950 

57.600 

56,330 

55,150 

52,980 

51,050 

49,320 

47,760 

46,330 

3.5 

63,870 

62.400 

61,030 

59,750 

57.400 

55,310 

53,440 

51,740 

50.200 

4.0 

69.090 

67,500 

66.020 

64,630 

62,090 

59,840 

57,810 

55,970 

54,300 

4.5 

73.940 

72,240 

70.650 

69.170 

66,450 

64.040 

61.860 

59.900 

58,110 

5.0 

78,070 

76,280 

74.000 

73,030 

70,160 

67.610 

65,320 

63,240 

'  61,360 

6.5 

81,060 

79,194 

77.450 

75.820 

72,850 

70,200 

67,820 

65,660 

63,700 

^ 

k 

Methods  of  Testing  Lubricants,  Adopted  by  the  Committee  on  Standard- 
ization of  Petroleum  Specifications  (1920). 

FLASH-POINT 

This  test  shall  be  made  in  the  Cleveland  Open-Cup  Tester,  the  apparatus  being  used 
without  any  bath  or  outer  cup  surrounding  the  oil  cup.  The  oil  cup  should  have  tw^o  markB 
on  the  inside:  the  first,  >4  in.  below  the  top;  and  the  second.  H  in.  below,  the  first  to  be 
used  when  testing  oils  \\'ith  a  flash-point  below  425°F.  and  the  second  when  testing  oils  with 
a  flash-point  at  or  above  42')°F.  The  clean  oil  cup  should  be  inserted  into  the  tripod  ring, 
wliicli  xuuM  be  level,  and  the  cup  filled  to  the  proper  mark  with  the  oil  to  be  tested.  Care 
should  bo  exercised  not  to  spill  any  oil  on  the  sides  or  top  of  the  cup;  and  if  this  accident 
should  happen,  all  such  oil  niu.st  be  carefully  removed.  A  "bulb  immersion"  thermometer 
should  then  bo  inserted  into  tiie  oil  and  suspended  from  a  suitable  support.  The  bulb  of 
the  tiierniometer  should  be  ^s  to  ^s  in.  in  length.     During  the  test  the  bulb  must  be  fully 
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eover«d  by  the  oil  and  the  bottom  of  the  thermometer  must  not  be  less  than  >«  in.  from  the 
bottom  of  the  cup.  The  thermometer  must  be  suspended  in  the  oil  midway  between  the 
center  and  inside  edge  of  the  cup.  The  alcohol  or  gas  burner  is  then  placed  under  the  oil 
cup  BO  as  to  heat  it  uniformly.  The  oil  may  be  heated  rapidly  at  first,  but  the  rate  of  heat- 
ing should  be  8  to  lO^T.  (5°C.)  per  minute  during  the  last  80  degrees  of  heating  prior  to 
attaining  the  flash-point.  As  the  flash-point  is  approached,  a  test  is  made  for  every  5°F. 
rise  in  temperature  (on  the  readings  which  are  multiples  of  5)  by  slowly  passing  a  small 
bead-like  test  flame,  not  exceeding  }i  in.  in  length,  [across  the  center  of  the  cup  yi  in. 
above  the  surface  of  the  oil,  the  movement  occupying  one  second.    < 

The  temperature  when  a  flame  first  jumps  from  the  test  flame  to  the  oil  is  called  the 
flash-point  of  the  oil.  The  test  must  be  made  where  the  cup  is  free  from  draughts  and 
must  also  be  made  in  a  subdued  light. 

FIRB-POmX 

After  the  flash-point  has  been  obtained,  the  same  method  of  testing  shall  be  continued 
until  the  oil  takes  fire  and  continues  to  bum.  The  temperature  at  which  the  oil  continues 
to  bum  is  the  fire-point  of  the  oil. 

VISCOSITY 
(A.  S.  T.  M.  Method  D47-19T) 

Viscosity  shall  be  determined  by  means  of  the  Saybolt  Standard  Universal  Viscoeimeter 
as  described  in  the  Proceedings  of  the  American  Society  for  Testing  Materials^  19  (1919), 
i,  728. 

Viscosity  shaU  be  determined  at  100*^.  (37.8°C.),  130''F.  (54.4*C.),  or  210'F.  (98.9*C.). 
The  bath  shall  be  held  constant  within  0.25^F.  (0. 14*^0,  at  such  a  temperature  as  will  main- 
tain the  desired  temperature  in  the  standard  oil  tube.  For  viscosity  determinations  at 
ICX)  and  130°F.,  oil  or  v^ater  may  be  used  as  the  bath  liquid.  For  viscosity  determinations 
at  210°F.,  oil  shall  be  used  as  the  bath  liquid.  The  oil  fcr  the  bath  liquid  should  be  a  pale 
engine  oil  of  at  least  350°F.  flash-point  (open-cup).  Viscosity  determinations  shall  be 
made  in  a  room  free  from  draught*  and  from  rapid  changes  in  temperature.  All  oil  intro- 
duced into  the  standard  oil  tube,  either  for  cleaning  or  for  test,  shall  first  be  passed  through 
the  strainer. 

To  make  the  test,  heat  the  oil  to  the  necessary  temperature  and  clean  out  the  standard 
oil  tube  with  the  plunger,  using  some  of  the  oil  to  be  tested.  Place  the  cork  stopper  into  the 
lower  end  of  the  air  chamber  at  the  bottom  of  the  standard  oil  tube.  The  stopper  should 
be  suflBciently  inserted  to  prevent  the  escape  of  air,  but  should  not  touch  the  small  outlet 
tube  of  the  standard  oil  tube.  Heat  the  oil  to  be  tested,  outside  the  viscosimeter,  to  slightly 
below  the  temperature  at  which  the  viscosity  is  to  be  determined,  and  pour  it  into  the 
standard  oil  tube  until  it  ceases  to  overflow  into  the  overflow  cup.  By  means  of  the  oil 
tube  thermometer  keep  the  oil  in  the  standard  oil  tube  well  stirred  and  also  stir  well  the 
oil  in  the  bath.  It  is  extremely  important  that  the  temperature  of  the  oil  in  the  oil-bath 
be  maintained  constant  during  the  entire  time  consumed  in  making  the  test.  When  the 
temperature  of  the  oil  in  the  bath  and  in  the  standard  oil  tube  are  constant  and  the  oil 
in  the  standard  oil  tube  is  at  the  desired  temperature,  withdraw  the  oil  tube  thermometer; 
quickly  remove  the  surplus  oil  from  the  overflow  cup  by  means  of  a  pipette  so  that  the 
level  of  the  oil  in  the  overflow  cup  is  below  the  level  of  the  oil  in  the  tube  proper;  place  the 
60-o.c.  flask  in  position  so  that  the  oil  from  the  outlet  tube  will  flow  into  the  flask  without 
making  bubbles;  snap  the  cork  from  its  position  and  at  the  same  instant  start  the  stop  watch. 
Stir  the  liquid  in  the  bath  during  the  run  and  carefully  maintain  it  at  the  previously  deter- 
mined proper  temperature.  Stop  the  watch  when  the  bottom  of  the  meniscus  of  the  oil 
reaches  the  mark  on  the  neck  of  the  receiving  flask. 

The  time  in  seconds  for  the  delivery  of  60  c.c.  of  oil  is  the  Saybolt  viscosity  of  the  oil 
at  the  temperature  at  which  the  test  was  made.    On  this  determination,  see  also  page  563.) 

POUR  TEST 
(A.  S.  T.  M.  Method  D47-18) 

1.  The  pour  test  indicates  the  temperature  at  which  a  sample  of  oil  in  a  cylindrical  con- 
tainer of  specified  diameter  and  length  will  just  flow  under  specified  conditions. 

2.  Apparatus:  The  apparatus  for  the  pour  test  consists  of  the  following: 
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(a)  Glass  jar,  approximately  \yi  in.  inside  diameter  and  4  to  5  in.  high,  provided  with  a 
tightly  fitting  cork. 

(b)  Mercury  thermometer,  fitted  securely  in  the  cork  so  that  the  shaft  will  be  held 
centrally  in  the  jar  with  the  tip  of  the  bulb  H  iO'  from  the  bottom.  The  thermometer 
specially  made  for  this  test  has  a  bulb  H  to  H  in*  long. 

(c)  Metal  jacket,  closely  fitted  around  the  glass  jar  and  provided  at  the  bottom  with  a 
disk  of  cork  felt  about  yi  in.  thick. 

3.  Method:  Place  the  oil  in  the  jar  to  a  depth  of  about  1>4  in-  or  to  a  sufficient  depth  to 
reach  H  in*  above  the  bulb  of  the  thermometer;  fit  the  cork  tightly  into  the  jar  and  place  the 
jar  in  the  metal  jacket;  then  place  the  jacket  in  a  freezing  mixture.  At  each  drop  in  tem- 
perature of  5T.  (on  the  readings  which  are  multiples  of  5  degrees) ,  remove  the  jar  from  the 
iacket  and  tilt  it  just  enough  to  make  the  oil  flow.  The  pour  test  of  the  oil  shall  be  taken  ss 
5  degrees  higher  than  the  reading  of  the  thermometer  when  the  oil  has  cooled  so  that  it  will 
not  flow  when  the  jar  is  tipped  to  a  horizontal  position. 

4.  The  rate  of  cooling  should  be  such  that  the  pour  test  be  completed  in  about  one-half 
hour. 

5.  The  materials  used  in  the  freeiing  mixture  vary  with  the  temperature  required  to 
cause  the  lubricant  to  solidify.  Cracked  ice  will  be  sufficient  for  a  temperature  above  plus 
aS^F.  For  temperatures  between  +16^.  and  +36*'F.,  a  mixture  consisting  of  one 
volume  of  salt  and  twenty  volumes  of  ice  may  be  used.  The  salt  for  this  purpose  should 
be  very  dry  and  fine  enough  to  pass  a  ^Vmrah  screen.  Froiii  +15^  to  —  5**F.,  ice  and 
salt  in  the  proportions  of  one  to  two  are  suitable.  From  0*^  to  —  26*'F.,  a  mixture  of  iee 
and  calcium  chloride  is  used.  For  temperatures  lower  than  —  5^F.,  a  mixture  of  solid 
carbon  dioxide  and  acetone  is  more  convenient  and  will  produce  temi>eratures  of  —70^. 
or  less. 

6.  To  obtain  the  solid  carbon  dioxide,  invert  an  ordinary  liquefied  carbon  dioxide  cylinder, 
open  the  valve  carefully  and  let  the  gas  flow  into  a  chamois  skin  bag.  Rapid  evaporation 
will  cause  the  carbon  dioxide  to  solidify. 

7.  The  carbon  dioxide-acetone  mixture  may  be  made  as  follows: 

Place  a  sufficient  amount  of  dry  acetone  in  a  covered  copper  or  nickel  beaker;  place  the 
beaker  in  an  ice-salt  mixture,  and.  when  the  acetone  reaches  +10*T.  or  1^,  add  sdid 
carbon  dioxide  gradually  until  the  desired  temperature  is  reached. 

COLD  TEST  FOR  STEAM  CYUNDER  AND  BLACK  OILS 
(A.  S.  T.  M.  Method  D47-18) 

The  object  of  the  cold  tost  is  to  determine  the  lowest  temperature  at  which  oil  will  flow 
from  one  end  of  a  container  to  the  other,  in  case  it  should  become  frozen,  and  the  resulting 
solid  oil  stirred  till  it  has  assumed  a  sufficiently  pasty  consistency  to  flow.  The  test  is  con- 
ducted by  freezing  an  ounce  of  the  oil  solid  in  an  ordinary  4-oz.  sample  bottle,  using  a  freezing 
mixture  if  necessary.  A  thermometer  should  then  be  introduced  into  the  frozen  mass, 
and,  after  it  has  become  cold,  the  bottle  containing  the  congealed  oil  is  removed  from  the 
cooling  medium.  The  frozen  oil  is  thoroughly  stirred  with  a  thermometer  until  the  mass 
will  run  from  one  end  of  the  bottle  to  the  other,  and  at  this  moment  the  temperature  aa 
indicated  is  recorded.     The  reading  is  the  cold  test  of  the  oil. 

If  the  figures  indicating  the  cold  test  are  inside  the  bottle  and  covered  by  the  softened 
oil,  the  reading  can  be  obtained  by  grasping  the  bottle  by  the  neck  with  one  hand,  having 
in  the  same  hand  a  piece  of  waste,  which  incloses  the  thermometer.  The  thermometer  is 
then  withdrawn  through  the  waste  with  the  other  hand  for  a  sufficient  distance  to  enable 
the  operator  to  see  the  end  of  the  mercury  column  and  read  the  temperature. 

ACIDITY 
(A.  S.  T.  M.  Method  D47-18) 

Accurately  weigh  10  grams  of  the  oil  into  a  flask,  add  50  c.c.  of  95  per  cent,  alcohol  which 
has  been  neutralized  with  weak  caustic  soda,  and  heat  to  the  boiling-point.  Agitate  the 
flask  thorouKhly  in  order  to  dissolve  the  free  fatty  acids  as  completely  as  possible.  Titrate 
while  hot  with  aqueous  tenth-normal  alkali,  free  from  carbonate,  using  phenolphthalein, 
alkali  blue  or  turmeric  as  an  indicator,  agitating  thoroughly  after  each  addition  of  alkali. 

To  express  result  as  perceVitaRe  of  oleic  acid,  use  the  following  equation: 
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One  CO.  of  tenth-normftl  alkali  —  0.0282  gram  of  oleic  acid.  Alkali,  1  c.c.  of  which  ia 
equivalent  to  0.5  per  cent,  of  oleic  acid,  may  be  iised.  (A.  S.  T.  M.  Method,  "  1918  Stand- 
arde,"  620.) 

FATTY  OIL 
Solutions  required: 

(a)  Approximately  half-normal  alcoholic  potassium  hydroxide.  Dissolve  33  grams  of 
potassium  hydroxide  sticks  (or  an  equivalent  amount  of  sodium  hydroxide  sticks)  in  1000 
c.c.  of  purified  92-95  per  cent,  ethyl  alcohol.     Allow  to  settle  and  filter. 

(b)  Purified  Bensene.  This  may  be  prepared  as  follows:  To  1000  c.c.  of  "90  per  cent, 
bensol"  add  a  stick  of  sodium  hydroxide,  boil  for  an  hour,  using  a  condenser  loop  inside  the 
neck  of  the  flask.  Transfer  to  a  large  separatory  funnel  and  add  sufl^icient  water  to  cause 
the  liquid  to  separate  into  two  sones.  Draw  off  the  lower  sone  and  discard.  Wash  the 
bensene  with  water  once.  Transfer  the  washed  bensene  to  an  Engler  distillation  flask  and 
distil  up  to  82^C..  discarding  the  residue. 

(c)  Standard  solution  of  half>normal  hydrochloric  acid. 

(<0  Hienolphthalein  indicator.  Dissolve  one  gram  of  phenolphthalein  in  100  c.c.  of 
95  per  cent,  ethyl  alcohol. 

(e)  Neutial  gasoline. 
Saponification: 

Weigh  10  grams  of  oil  into  a  350-c.c.  Erlenmeyer  flask.  Add  from  a  pipette  50  c.c.  of 
the  alcoholic  potassium  hydroxide  solution,  followed  by  25  c.c.  of  the  purified  bensene 
(CfHf).  Connect  with  a  condenser  loop.  Boil  on  steam-bath  or  electric  hot-plate  for  90 
minutes,  shaking  occasionally.  Remove  and  add  25  c.c.  of  neutral  gasoline,  and  titrate 
with  the  half-normal  hydrochloric  acid  solution,  after  adding  2  or  3  drops  of  the  phenol- 
phthalein indicator  solution  until  the  pink  color  is  destroyed.  The  absence  of  the  pink 
color  may  be  determined  after  the  titration  has  begun,  by  allowing  the  solution  to  stand  at 
rest,  approximately  a  minute,  and  noting  the  color  of  the  lower  sone.  Run  two  blanks 
with  the  same  mixture  of  alcoholic  potassium  hydroxide  solution  and  purified  bensene. 
From  the  difference  between  the  number  of  cubic  centimeters  of  half-normal  acid  required 
for  the  blanks  and  for  the  determination,  the  percentage  of  fatty  oil  may  be  calculated 
as  follows: 

No.  of  c.c.  N/2  acid  used  X  0.02805  X  100  *   .  , 

—       — —  per  cent,  of  fatty  oil. 

0.195  X  weight  of  oil  taken 

CARBON  RESmUE 

(A.  S.  T.  M.  Method  D47-18) 
Apparatus: 

(a)  Porcelain  crucible,  wide  form,  glased  throughout,  25  to  26  c.c.  capacity,  46  mm.  in 
diameter. 

(b)  Skidmore  iron  crucible.  45  c.c.  (1>2  os.)  capacity,  65  mm.  in  diameter,  37  to  39  mm. 
high  with  cover,  without  delivery  tubes  and  one  opening  closed. 

(c)  Wrought-iron  crucible  with  cover,  about  180  c.c.  capacity.  80  mm.  diameter,  58  to 
60  mm.  high.  At  the  bottom  of  this  crucible  a  layer  of  sand  is  placed  about  10  mm.  deep 
or  enough  to  bring  the  Skidmore  crucible  with  cover  on  nearly  to'the  top  of  the  wrought 
iron  crucible. 

id)  Triangle,  pipe-stem  covered, 'projection  on  side  so  as  to  allow  flame  to  reach  the 
crucible  on  all  sides. 

(«)  Sheet-iron  or  asbestos  hood,  provided  with  a  chimney  about  2  to  2 H  in*  high,  2H 
in.  in  diameter,  to  distribute  the  heat  uniformly  during  the  process. 

(/)  Asbestos,  or  hollow  sheet-iron  block,  6  to  7  in.  square,  \yi  to  iVi  in.  high,  provided 
with  opening  in  center  3^^  in.  in  diameter  at  the  bottom  and  3H  in.  in  diameter  at  the  top. 
Method:  The  test  shall  be  conducted  as  follows: 

Ten  grams  of  the  oil  to  be  tested  are  weighed  in  the  porcelain  crucible  (a)  which  is  placed 
in  the  Skidmore  crucible  (6) ,  and  these  two  crucibles  set  in  the  larger  iron  crucible  (e) ,  being 
careful  to  have  the  Skidmore  crucible  set  in  the  center  of  the  iron  crucible,  covers  being 
applied  to  the  Skidmore  and  iron  crucibles.  Place  on  triangle  and  suitable  stand  with 
asbestos  block  and  cover  with  sheet-iron  or  asbestos  hood,  in  order  to  distribute  the  heat 
uniformly  during  the  process. 

Heat  from  a  bunsen  burner  or  other  burner  is  applied  with  a  high  flame  surrounding 
3d 
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the  large  enidble  (c)  until  vapon  from  the  oil  itart  to  ignite  over  the  crucible,  when  the  heat 
ia  slowed  down  §o  that  the  vapor  (flame)  will  come  off  at  a  uniform  rate.  The  flame  from 
the  ignited  vapors  should  not  extend  over  2  in.  above  the  sheet-iron  hood.  After  the  vapor 
ceases  to  come  off,  the  heat  is  increased  as  at  the  start  and  kept  so  for  five  minutes,  making 
the  lower  part  of  large  crucible  red  hot,  after  which  the  apparatiis  is  allowed  to  cool  some- 
what before  uncovering  the  crucible.  The  porcelain  crucible  is  removed,  cooled  in  a  desic- 
cator and  weighed. 

The  entire  process  should  require  one-half  hour  to  complete  when  heat  is  properly  regu- 
lated. The  time  will  depend  somewhat  upon  the  kind  of  oil  tested,  as  a  very  thin,  rather 
low  flash-point  oil  will  not  take  as  long  as  a  heavy,  thick,  high  flash-point  oil. 

EMULSIFTINO  PROPERTIES 

ESSENTIAL  FEATURES  OF  EMULSIFIER 

The  oil  and  water  to  be  emulsified  are  contained  in  an  ordinary  commercial  100  e.e. 
graduated  cylinder,  iHs  to  iHs  in.  inside  diameter.  An  oil  or  water-bath  is  provided  for 
maintaining  the  contents  of  the  cylinder  at  a  temperature  of  130T.,  except  when  a  different 
temperature  is  specified,  both  during  the  stirring  and  subsequent  settling-out  of  the  oil 
from  the  emulsion.  The  paddle  used  in  stirring  is  a  copper  plate,  4^i  in.  long,  between 
^4  and  K  in.  wide,  and  He  in.  thick.  Means  are  provided  for  revolving  this  i>addle  about 
a  vertical  axis  parallel  to  and  midway  between  its  two  longer  edges,  and  for  keeping  the 
speed  fairly  constant  at  1500  r.p.m.  Some  form  of  holder  for  the  cylinders  is  a  convenience 
but  not  a  necessity,  since,  on  account  of  the  ample  clearance  between  paddle  and  cylinder, 
and  the  fact  that  a  sample  is  stirred  for  only  5  minutes,  a  cylinder  may  be  held  by  hand 
during  the  stirring.  A  stop  should  be  provided,  so  that,  when  the  paddle  is  lowered  into  the 
cylinder  (or  bath  raised) ,  the  distance  from  the  bottom  of  the  paddle  to  the  bottom  of  the 
cylinder  will  be  about  ^i  in.  To  save  time  otherwise  lost  in  waiting  for  the  filled  cylinders 
to  come  to  the  temperature  of  the  bath,  it  is  desirable  that  the  bath  should  be  large  enough 
to  contain  several  cylinders. 

EMULSION  TEST 

Forty  c.c.  of  the  emulsifying  liquid  are  placed  in  a  clean  100-c.c.  graduated  cylinder  and 
40  c.c.  of  the  oil  to  be  tested  are  added.  The  cylinder  is  then  placed  in  the  bath.  and.  when 
the  contents  have  reached  the  temperature  required  for  the  test,  they  are  stirred  by  the 
paddle  for  5  minutes.  The  paddle  is  stopped,  withdrawn  from  the  cylinder,  and  wiped 
clean.     The  cylinder  is  then  allowed  to  stand  for  the  specified  time  and  is  then  inspected. 

DEMULSIBILITT  TEST 

Pour  27  c.c.  of  the  oil  to  be  tested  and  63  c.c.  of  distilled  water  into  a  cylinder,  place 
cylinder  in  bath  and  heat  to  ISO^'F.  Submerge  the  paddle  and  run  it  for  5  minutes  at  s 
speed  of  1500  r.p.m.  Stop  the  paddle,  withdraw  it  from  the  cylinder,  and  use  the  finger  to 
wipe  off  the  emulsion  clinging  to  the  paddle  and  to  return  it  to  the  cylinder.  Wipe  off 
the  paddle  with  paper,  so  that  it  will  not  contaminate  the  next  sample.  Keep  the  tempera- 
ture of  the  cylinder  constant  at  ISO^T.  and  take  readings  every  minute  of  the  position  of 
the  line  of  demarcation  between  the  topmost  layer  of  oil  and  the  adjoining  emulsion.  The 
first  reading  is  taken  one  minute  after  stopping  the  paddle.  With  oils  which  act  normally, 
the  rate  of  settling  out  of  the  oil  increases  up  to  a  maximum  and  then  decreases,  and  the 
maximum  value,  in  c.c.  per  hour,  is  called  the  "  demulsibility  "  and  is  recorded  as  the  numer- 
ical result  of  the  test.  Each  rate  of  settling  is  the  average  rate  calculated  from  the  time 
of  stopping  the  paddle  to  the  time  of  reading,  as  shown  in  the  following  condensed  table. 


Time 

Time  since 
stopping  paddle 

Reading  at  in- 
terface between 
oil  and 
emulsion 

C.c.  of  oil 
settled  out 

Rate  of  settling, 
c.c.  per  hour 

9.50 

0 

80 

0 

0 

9.. 55 

5 

77 

3 

36 

10.02 

12 

67 

13 

65 

10.05 

15 

63 

17 

68 

10.10 

20 

61 

19 

57 
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The  demubibility  in  thig  caae  would  be  68,  the  highest  value  in  the  last  column.  In 
cases  where  the  maximum  rate  of  settling  has  not  been  reached  at  the  end  of  one  hour,  the 
test  is  discontinued  and  the  demulsibility  taken  as  the  number  of  o.c.  which  settled  out  in 
the  hour. 

CORROSION 

A  clean  strip  of  pure  copper,  about  >i  in.  wide  and  2  in.  long,  is  heated  to  redness  in  a 
bunsen  flame  and,  while  red  hot,  dropped  into  alcohol.  The  strip  is  then  aUowed  to  dry 
as  quickly  as  possible  in  the  air  and  dropped  into  a  sample  of  the  oil  contained  in  a  test-tube. 
About  half  the  length  of  the  copper  strip  should  be  submerged.  The  test-tube  is  then 
closed  with  a  stopper  and  left  to  stand  for  24  hours.  At  the  end  of  this  time,  the  copper 
strip  is  removed  and  washed  clean  with  proper  solvents.  It  is  then  compared  with  a  similar 
strip  freshly  cleaned  as  previously  described.  No  discoloration  of  the  test  strip  should  be 
shown  by  this  comparison. 

EVAPORATION 

Twenty  grams  of  the  oil  are  placed  in  a  weighed  flat-bottomed  glass  crsrstallising  dish 
having  a  diameter  of  approximately  3^^  in.  The  dish  is  then  placed  in  an  oven  at  a  tem- 
peratxire  of  212°F.  for  two  hours,  cooled  in  a  desiccator,  and  weighed. 

PRECIPITATION 

Five  c.c.  of  the  oil  are  mixed  with  05  c.c.  of  petroleum  ether  in  a  tall  stoppered  graduated 
cylinder  and  allowed  to  stand.  The  petroleum  ether  miist  be  freshly  redistilled  and  the 
portion  boiling  above  150*^.  discarded.  It  must  not  show  perceptible  solubility  in  con- 
centrated sulphuric  acid. 

PROTECTION 

A  clean  polished  steel  plate,  2  in.  long,  >^  in.  wide,  and  H  in.  thick,  is  coated  by  immer- 
sing the  lubricant  which  has  been  heated  to  a  temperature  of  212^F.  The  plate  is  removed 
while  still  hot,  allowed  to  cool  in  a  vertical  position,  and  suspended  vertically  within  a  10 
per  cent,  salt  solution.  , 

WICK-FEED  TEST 

An  oil  container  made  of  brass  of  capacity  of  about  one  quart  is  fitted  in  the  center  with 
a  brass  tube  of  >^  in.  internal  diameter,  which  serves  as  an  oil- way  and  which  feeds  into  a 
graduated  glass  cylinder,  where  the  quantity  of  oil  fed  by  eight  strands  of  worsted  lephyr 
is  measured.  At  the  beginning  of  the  test  the  wick  should  be  dipped  in  the  oil  and  the 
lift  of  the  wick  should  be  maintained  at  from  >^  to  >^  in.  The  wick  should  be  supported  by 
a  copper  wire  bent  in  a  hook  which  gripe  the  outlet  end  of  the  wick  below  the  level  of  the 
oil,  as  is  the  usual  manner  in  a  wick  feed. 

The  worsted  sephyr  shall  be  of  the  best  quality,  pure  long  fibre,  cream  white  fine  wool, 
thoroughly  washed,  scoured  and  carded.  It  shall  be  in  its  natural  condition;  not  dyed  nor 
subjected  to  any  chemical  process.  Strands  shall  be  four-ply  soft  spun  and  twisted.  The 
separate  plies  shall  be  of  uniform  thickness  throughout  their  entire  length. 

VISCOSITY 

• 

[A.  8.  T.  M.  Method.     (Revised  in  1920)1 
(Received  after  the  Methods  of  Testing  Lubricants  were  adopted  by  the  Committee)] 

1.  Viscosity  shall  be  determined  by  means  of  the  Saybolt  Standard  Universal  Viscosimeter. 

2.  (a)  The  Saybolt  Standard  Universal  Viscosimeter  is  made  entirely  of  metal.  The 
standard  oil  tube  .1(  see  Fig.  146)  is  fitted  at  the  top  with  an  ovprflow  cup  B,  and  the  tube  is 
surrounded  by  a  bath.  At  the  bottom  of  the  sUndard  oil  tube  is  a  small  outlet  tube  through 
which  the  oil  to  be  tested  flows  into  a  receiving  flask.  Fig.  146,  whose  capacity  to  a  mark 
on  its  neck  is  60  (±0.15)  c.c.  The  lower  end  of  the  outlet  tube  is  enclosed  by  a  larger 
tybe,  which,  when  stoppered  by  a  cork,  C,  acts  as  a  cloeed  air  chamber  and  prevents  the 
flow  of  oil  through  the  outlet  tube  until  the  cork  is  removed  and  the  test  sUrted.  A  looped 
string  may  be  atUched  to  the  lower  end  of  the  cork  as  an  aid  to  its  rapid  removal.  The 
temperatures  in  the  standard  oil  tube  and  in  the  bath  are  shown  by  thermometers.  The 
bath  may  be  heated  by  any  suitable  means.  The  standard  oil  tube  shall  be  thoroughly 
cleaned,  and  all  oil  entering  the  standard  oil  tube  shall  be  strained  through  a  60-mesh  wire 
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Btrainer.     A  stop  wfttoh  shall  be  used  for  taking  the  time  of  flow  of  the  oil  and  a  pipette 
shall  be  used  for  draining  the  overflow  cup  of  the  standard  oil  tube. 

(b)  The  standard  oil  tube,  which  may  be  standardised  by  the  U.  S.  Bureau  of  Standards, 
Washington,  D.  C,  shall  conform  to  the  following  dimensions: 


Dimensions 

Minimum, 
cm. 

Normal, 
cm. 

Maximum, 
cm. 

Inside  diameter  of  outlet  tube 

0.1750 
1.215 

12.40 
2.955 
0.28 

0.1765 
1.225 

12.50 
2  975 
0.30 

0.1780 

Length  of  outlet  tube 

1.235 

Height  of  overflow  rim  above  bottom  of  out- 
let tube 

12.60 

Diameter  of  container  of  standard  oil  tube . 
Outer  diameter  of  outlet  tube  at  lower  end . 

2.995 
0.32 

3.  Viscosity  shall  be  determined  at  100*F.  (37.8*C.),  130'F.  (54.4'»C.),  or  210*>F.  (98.9*C.). 
The  bath  shall  be  held  constant  within  0.25^F.  (0.14°C.),  at  such  a  temperature  as  will 

maintain  the  d^ired  temperature  in  the  standard  oil 
tube.  For  viscosity  determinations  at  100^  and  130*'F., 
oil  or  water  may  be  used  as  the  bath  liquid.  For  viscos- 
ity determinations  at  210°F.,  oil  shall  be  used  as  the  bath 
liquid.  Viscosity  determinations  shall  be  made  in  a  room 
free  from  draughts,  and  from  rapid  changes  in  tempera- 
ture. All  oil  introduced  into  the  standard  oil  tube, 
either  for  cleaning  or  for  test,  shall  first  be  passed  through 
the  strainer. 

To  make  the  test,  heat  the  oil  to  the  necessary  tem- 
perature and  clean  out  the  standard  oil  tube.  Pour 
some  of  the  oil  to  be  tested  through  the  cleaned  tube. 
Insert  the  cork  stopper  into  the  lower  end  of  the  air 
chamber  at  the  bottom  of  the  standard  oil  tube,  suffi- 
ciently to  prevent  the  escape  of  air,  but  not  to  touch 
the  small  outlet  tube  of  the  standard  oil  tube. 

Heat  the  oil  to  be  tested,  outside  the  viscosimeter, 
to  slightly  below  the  tempxeraturc  at  which  the  viscosity 


Fig.    145. — Sectional  view  of 
standard  oil  tube. 


Fig.  146. — Sectional  view  of 
receiving  flask. 


is  to  be  determined  and  pour  it  into  the  standard  oil  tube  until  it  ceases  to  overflow 
into  the  overflow  cup.  By  means  of  the  oil  tube  thermometer  keep  the  oil  in  the 
standard  oil  tube  well  stirred  and  also  stir  well  the  oil  in  the  bath.  It  ia  extremely 
important  that  the  temperature  of  the  bath  be  maintained  constant  during  the  entire 
time  consumed  in  making  the  test.  When  the  temperatures  of  the  bath  and  of  the  oil  in 
the  standard  oil  tube  are  constant,  and  the  oil  in  the  standard  oil  tube  is  at  the  desired 
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temperature,  withdraw  the  oil  tube  thermometer;  quickly  remove  the  surplua  oil  from  the 
overflow  cup  by  means  of  a  pipette  bo  that  the  level  of  the  oil  in  the  overflow  cup  is  below 
the  level  of  the  oil  in  the  tube  proper;  place  the  60-c.c.  flask,  Fig.  146,  in  position  so  that  the 
stream  of  oil  from  the  outlet  tube  will  strike  the  neck  of  the  flask  so  as  to  avoid  foam.  Snap 
the  cork  from  its  position,  and  at  the  same  instant  start  the  stop-watch.  Stir  the  liquid  in 
the  bath  during  the  run  and,  carefully  maintain  it  at  the  previously  determined  proper 
temperature.  Stop  the  watch  when  the  bottom  of  the  meniscus  of  the  oil  reaches  the  mark 
on  the  neck  of  the  receiving  flask. 

The  time  in  seconds  for  the  delivery  of  00  c.c.  of  oil  is  the  Saybolt  viscosity  of  the  oil  at 
the  temperature  at  which  the  test  was  made. 

SPECIFICATIONS  FOR  LUBRICATING  OILS 

CLASS  A 
General : 

1.  This  specification  covers  the  grades  of  petroleum  oil  used  by  the  United  States  Govern- 
ment and  its  agencies  for  the  general  lubrication  of  engines  and  machinery  where  a  highly 
refined  oil  is  not  required.     This  oil  is  not  to  be  used  for  steam-cylinder  lubrication. 

2.  Only  refined  petroleum  oils  without  the  admixture  of  fatty  oils,  resins,  soap,  or  other 
compounds  not  derived  from  crude  petroleum,  will  be  considered. 

3.  These  oils  shall  be  supplied  in  five  grades,  known  as  extra  light,  light,  medium,  heavy 
and  extra  heavy. 

Propertaes  and  Tests : 

4.  Flash-  and  fire-points:  The  flash-  and  fire-points  of  the  five  grades  shall  not  be  lower 
than  the  following: 


Flash, 


Fire, 


Extra  light . . 

Light 

Medium 

Heavy 

Extra  heavy . 


—  -     _ 

1 

315 

355 

325 

365 

335 

380 

345 

390 

355 

400 

5.  Viscosity:  The  viscosity  of  the  five  grades  of  oil  at  100**F.  must  be  within  the  following 

limits: 

Seconds 

Extra  light 140-160 

Light 175-210 

Medium 275-310 

Heavy 370-410 

Extra  heavy 470-520 

6.  Color:  The  color  of  the  extra  heavy  grade  shall  not  be  darker  than  No.  6  National 
Petroleum  Association  Standard,  or  its  equivalent.  The  color  of  the  other  grades  shall 
not  be  darker  than  No.  5  National  Petroleum  Association  Standard,  or  its  equivalent. 

7.  Pour  test:  The  pour  test  shall  not  be  above  the  following  temperatures: 

Degrees  F. 

Extra  light 35 

Light 35 

Medium 40 

Heavy 46 

Extra  heavy 60 

8.  Acidity:  Not  more  than  O.IO  milligram  of  potassium  hydroxide  shall  be  required  to 
neutralise  1  gram  of  the  oil. 

9.  Corrosion:  A  clean  copper  plate  must  not  be  discolored  when  submerged  in  the  oil  for 
24  hours  at  room  temperature. 

10.  All  tests  shall  be  made  according  to  the  methods  adopted  by  the  Committee  on 
Standardisation  of  Petroleum  Specifications. 
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SPECIFICATIONS  FOR  LUBRICATING  OILS 

CLASS  B 
General : 

1.  This  specification  covera  the  grades  of  petroleum  oil  used  by  the  United  States  Govern* 
ment  and  its  agencies  for  the  lubrication  of  turbines,  dynamos,  high-speed  engines  and 
other  classes  of  machinery  where  an  oil  better  than  Class  A  is  required.  The  oil  must  be 
satisfactory  for  use  in  circulating  and  forced-feed  systems. 

2.  Only  refined  petroleum  oils  without  the  admixture  of  fatty  oils,  resins,  soaps,  or  other 
compounds  not  derived  from  crude  petroleum,  will  be  considered. 

3.  These  oils  shall  be  supplied  in  five  grades,  known  as  extra  light,  light,  medium,  heavy 
and  extra  heavy. 

Properties  and  Tests : 

4.  Flash-  and  fire-points:  The  flash-  and  fire-points  of  the  five  grades  shall  not  be  lower 
than  the  following: 


Flash, 
•F. 

Fire. 
•F. 

315 

355 

325 

365 

335 

380 

345 

390 

Extra  light 

Light 

Medium 

Heavy 

Extra  heavy '  355  400 

5.  Viscosity:  The  viscosity  of  the  five  grades  at  lOO^F.  must  be  within  the  following 

limits: 

Seconds 

Extra  light 140-160 

Light 175-210 

Medium 275-310 

Heavy 370-410 

Extra  heavy 470-520 

6.  Color:  The  color  of  the  extra  heavy  grade  shall  not  be  darker  than  No.  6  National 
Petroleum  Association  Standard,  or  its  equivalent.  The  color  of  the  other  grades  shall 
not  be  darker  than  No.  5  National  Petroleum  Association  Standard,  or  its  equivalent. 

7.  Pour  test:  The  pour  test  shall  not  bo  above  the  followinR  temperatures: 

Degrees  F. 

Extra  light 35 

Light 35 

Medium 40 

Heavy 45 

Extra  heavy 50 

8.  Acidity:  Not  more  than  0,07  milligram  of  potassium  hydroxide  shall  be  required  to 
neutralise  1  gram  of  oil. 

9.  Corrosion:  A  clean  copper  plate  must  not  be  discolored  when  submerged  in  the  oil  for 
24  hours  at  room  temperature. 

10.  Emulsifying  properties:  The  oil  shall  separate  completely  in  30  minutes  from  an 
emulsion  with: 

(1)  Distilled  water.     (2)  1  per  cent,  salt  solution.     (3)  Normal  caustic  soda  solution. 
The  demulsibility  shall  not  be  less  than  300. 

11.  All  tests  shall  be  made  according  to  the  methods  adopted  by  the  Committee  on 
Standardisation  of  Petroleum  Specifications. 

SPECIFICATIONS  FOR  LUBRICATING  OILS 

CLASS  C 

General : 

1.  This  specification  covers  the  grades  of  petroleum  oil  used  by  the  United  States  Govern- 
ment and  its  agencies  for  lubrication  of  air  compressors  and  internal  combustion 
except  aircraft,  motorcycle  and    Diesel  engines;  also  for  the  lubricaticm  of  tvl 
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other  machinery  where  an  oil  better  than  Claes  B  i«  required.     This  oil  muat  be  satiafactory 
for  use  in  circulating  and  forced-feed  systems. 

2.  Only  refined  petroleum  oils  without  the  admixture  of  fatty  oils,  resins,  soaps,  or  other 
compounds  not  derived  from  crude  petroleum,  will  be  considered. 

3.  These  oils  shall  be  supplied  in  five  grades,  known  as  extra  light,  light,  medium,  heavy 
and  extra  heavy. 

Properties  and  Testa : 

4.  Flash-  and  fire-points:  The  flash-  and  fire-points  of  the  five  grades  shall  not  be  lower 
than  the  following: 

Fire, 
•F. 


Extra  light 316  355 

Light 325  365 

Medium 335  380 

Heavy 345  390 

Extra  heavy 365  ^            400 

Oil  for  use  in  air  compressors  where  the  air  leaving  any  stage  or  cylinder  has  a  temperature 
above  212°F.  shall  have  a  flash-point  not  lower  than  400°F. 

6.  Viscosity:  The  viscosity  of  the  five  grades  at  lOO^F.  must  be  within  the  following 

limits: 

Seconds 

Extra  Ught 140-160 

Light 175-210 

Medium 276-310 

Heavy 370-4*0 

Extra  heavy 470-520 

6.  Color:  The  color  of  the  extra  heavy  grade  shall  not  be  darker  than  No.  6  National 
Petroleum  Association  Standard,  or  its  equivalent.  The  color  of  the  other  grades  shall 
not  be  darker  than  No.  5  National  Petroleum  Association  Standard,  or  its  equivalent. 

7.  Pour  test:  The  pour  test  shall  not  be  above  the  following  temperaturoi: 

Degrees  F. 

Extra  light 36 

Light 35 

Medium 40 

Heavy 45 

Extra  heavy 50 

8.  Acidity:  Not  more  than  0.05  milligram  of  potassium  hydroxide  shall  be  required  to 
neutralise  one  gram  of  the  oil. 

0.  Corrosion:  A  clean  copper  plate  must  not  be  discolored  when  submerged  in  the  oil  for 
24  hours  at  room  temperature. 

10.  Emulsifying  properties:  The  oil  shall  separate  completely  in  30  minutes  from  ab 
emulsion  with: 

(1)  Distilled  water.     (2)  1  per  cent,  salt  solution.     (3)  Normal  caustic  soda  solution. 
The  demulsibility  shall  not  be  less  than  300. 

11.  Carbon  residue:  The  carbon  residue  shall  not  exceed  the  following: 

Per  cent. 

Extra  light 0 .  10 

Light 0.20 

Medium 0 .  30 

Heavy 0 .40 

Extra  heavy 0.60 

12.  Further  teats  on  tnls  of  Class  C  may  be  required  at  the  option  of  the  Department  of 

*-^  *\b  methods  adopted  by  the  Committee  on 
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AIRCRAFT  MACHINE  GUN  OIL 
General : 

1.  This  specification  covers  the  grade  of  petroleum  oil  used  by  the  United  Stat^  Govern- 
ment and  its  agencies  for  the  lubrication  of  machine  guns  on  aircraft  for  the  c.c.  interrupter 
gears  and  for  gun  oil  for  cleaning  and  oiling  machine  guns  and  small  arms. 

2.  The  oil  must  be  a  highly  refined,  filtered,  straight-run  petroleum  oil,  suitable  in  every 
way  for  the  uses  specified  in  Paragraph  1.  It  must  be  a  pure  petroleum  product,  without 
the  addition  of  vegetable  or  animal  oils  or  fats  of  any  kind.  It  shall  not  contain  any  ma- 
terial which  might  gum  or  corrode  metals  under  any  conditions. 

Properties  and  Tests : 

3.  Flash-point:  The  flash-point  shall  not  be  less  than  200^F. 

4.  Viscosity:  The  viscosity  at  lOO^T.  shall  be  within  the  following  limita:  70  to  95 
seconds. 

5.  Pour  test:  The  pour  test  shall  be  45  degrees  or  more  below  sero  Fahr. 

6.  Acidity:  Not  more  than  0.03  milligram  of  potassium  hydroxide  shall  be  required  to 
neutralise  I  gram  of  oil. 

7.  Carbon  residue:  The  carbon  residue  must  not  be  more  than  0.03  per  cent. 

8.  All  tests  shall  be  made  according  to  the  methods  adopted  by  the  Committee  on  Stand- 
ardisation of  Petroleum  Specifications. 

BUFFER  OIL  FOR  RECOIL  AND  RECUPERATOR  CYUNDERS  OF  ALL  BRITISH 

TYPES  OF  HOWITZERS  AND  GUN  CARRIAGES 
General : 

1.  This  specification  covers  the  grade  of  petroleum  oil  used  by  the  United  States  Govern- 
ment and  its  agencies  for  filling  the  recoil  and  recuperator  cylinders  of  all  British  type 
howitzers  and  gun  carriages. 

2.  The  oil  is  to  be  a  pure  refined  petroleum  oil. 
Properties  and  Tests : 

a.  The  flash-point  shall  not  be  lower  than  265°F. 

4.  Viscosity:  The  viscosity  at  100°F.  shall  be  within  the  following  limits:  65  to  75 
seconds. 

5.  Pour  test:  The  pour  test  shall  not  be  above  O^F. 

6.  Acidity:  Not  more  than  0.05  milligram  of  potassium  hydroxide  shall  be  required  to 
neutralise  1  gram  of  the  oil. 

7.  All  tests  shall  be  made  according  to  the  methods  adopted  by  the  Committee  on  Stand- 
ardisation of  Petroleum  Specifications. 

CUP  GREASE 
General : 

1.  This  specification  covers  the  grades  of  cup  grease  used  by  the  United  States  Govern- 
ment and  its  agencies  for  the  lubrication  of  such  parts  of  motor  equipment  and  other 
machinery  as  are  lubricated  by  means  of  compression  cups;  No.  H  ^'^^  ^o.  I  to  be  uscl  in 
spindle  cups  or  transmissions. 

2.  The  grease  must  be  a  well-manufactured  product,  composed  of  a  calcium  soap  and  a 
highly  refined  mineral  oil. 

Properties  and  Tests : 

3.  The  mineral  oil  used  in  reducing  the  soaps  must  be  a  straight  well  refined  mineral  oil, 
with  a  viscosity  at  100°F.  of  not  less  than  100  seconds. 

4.  Soap  base:  This  base  to  be  a  whole  fat,  such  as  pure  tallow  oil,  neatsfoot  oil,  lard  oil, 
horse  oil,  or  other  pure  animal  oil,  used  singly  or  in  combination. 

(a)  No.  ^i  cup  grease  shall  contain  approximately  13  per  cent,  of  a  calcium  soap  made 
from  an  approved  fat. 

(6)  No.  1  cup  grease  shall  contain  approximately  14  per  cent,  of  a  calcium  soap  made 
from  an  approved  fat. 

(e)  No.  3  cup  grease  shall  contain  approximately  18  per  cent,  of  a  calcium  soap  made 
from  an  approved  fat. 

(d)  No.  5  cup  grease  shall  contain  approximately  24  per  cent,  of  a  calcium  soap  made 
£rom  an  approved  fat. 

**,  Consistency:  These  greases  must  be  siipilar  in  consistency  to  the  approved  trade 
fattda  for  No.  H,  No.  1,  No.  3,  and  No.  5  giease. 
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6.  Moiature:  The  greaae  must  be  a  boiled  grease,  containing  not  less  than  one  or  more 
than  three  per  cent,  of  water  when  finished. 

7.  Corrosion:  A  clean  copper  plate  must  not  be  discolored  when  submerged  in  the  grease 
for  24  hours  at  room  temperature. 

8.  Ash:  No.  M  gi'case — the  ash  shall  not  be  greater  than  1.7  per  cent. 

No.  1  grease — the  ash  shall  not  be  greater  than  1.8  per  cent. 
No.  3  grease — the  ash  shall  not  be  greater  than  2.3  per  cent. 
No.  5  grease — the  ash  shaU  not  be  greater  than  3.5  per  cent. 

9.  Fillers:  The  grease  shall  contain  no  fillers,  such  as  resin,  resinous  oils,  soapstone,  wax, 
talc,  powdered  mica  or  graphite,  sulphur,  clay,  asbestos,  or  any  other  filler. 

10.  All  tests  shall  be  made  according  to  the  methods  adopted  by  the  Committee  on 
Standardisation  of  Petroleum  Specifications.^  ^ 

TRANSMISSION  LUBRICANT 
General : 

1.  This  specification  covers  the  grade  of  petroleum  oil  used  by  the  United  States  Govern- 
ment and  its  agencies  for  the  lubrication  of  transmission  gears  and  bearings,  differential 
gears,  worm  drives,  winch  drives,  and  roller  and  ball  bearings  used  in  connection  with  such 
parts  of  the  equipment  of  motor  vehicles. 

2.  The  lubricant  miist  be  a  refined  petroleum  product,  without  the  addition  of  any 
vegetable  or  animal  oils  or  products  derived  from  them,  and  be  entirely  free  from  fillers. 
Properties  and  Tests : 

3.  Flash-point:  The  flash-point  shall  not  be  lower  than  460''F. 

4.  Viscosity:  The  viscosity  at  210°F.  must  be  within  the  following  limits:  175  to  220 
seconds. 

5.  All  tests  shall  be  made  according  to  the  methods  adopted  by  the  Committee  on  Stand- 
ardisation of  Petroleum  Specifications. 

MINERAL  STEAM-CYLINDER  OIL  FOR  NON-CONDENSING  ENGINES 

General : 

1.  This  specification  covers  the  grade  of  petroleum  oil  used  by  the  United  States  Govern- 
ment and  its  agencies  for  non-condensing  steam-engine  cylinder  lubrication  where  a  mineral 
oil  is  required;  also  as  a  stock  oil  for  compounding. 

Properties  and  Tests : 

2.  The  oil  miist  be  a  well  refined  petroleum  oil  without  compounding  of  any  nature. 

3.  Flash-point:  The  flash-point  must  not  be  less  than  475°F. 

4.  Viscosity:  The  viscosity  at  210*'F.  must  be  within  the  following  limits: 

135  to  165  seconds. 

5.  Cold  test:  The  cold  test  must  not  be  above  45^F. 

6.  Precipitation  test:  When  5  c.c.  of  the  oil  are  mixed  with  95  c.c.  of  petroleum  ether 
and  allowed  to  stand  24  hours,  it  shall  not  show  a  precipitate  or  sediment  of  more  than 
0.25  c.c.  (5  per  cent,  by  volume  of  the  original  oil). 

7.  All  tests  shall  be  made  according  to  the  methods  adopted  by  the  Committee  on  Stand- 
ardisation of  Petroleum  Specifications. 

COMPOUND  STEAM-CYUNDER  OIL  FOR  NON-CONDENSING  ENGINES 

General : 

1.  This  specification  covers  the  grade  of  petroleum  oil  used  by  the  United  States  Govern- 
ment and  its  agencies  for  the  lubrication  of  steam-cylinders  of  non-condensing  engines  and 
pumps  where  a  compounded  oil  is  required. 

Properties  and  Teats : 

2.  The  oil  must  be  a  well  refined  petroleum  oil,  compounded  with  not  less  than  5  nor 
more  than  7  per  cent,  of  addless  tallow  oil  or  lard  oil. 

3.  Flash-point:  The  flash-point  must  not  be  less  than  475*'F. 

4.  Viscosity:  The  viscosity  at  210^F.,  must  be  within  the  following  limits: 

120  to  150  seconds. 

5.  Cold  test:  The  cold  test  must  not  be  above  45*T. 

6.  Precipitation  test:  When  5  c.c.  of  the  oil  are  mixed  with  05  c.c.  .of  petr<^eum  ether  and 
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allowed  to  atand  24  hours,  it  fhall  not  show  %  precipitate  or  sediment  of  more  than  0.25  c.c. 
(5  per  cent,  by  volume  of  the  original  oil). 

7.  Acidity:  The  oil  must  not  contain  more  than  0.40  per  cent,  of  acid  calculated  as  oleic 
acid  (equivalent  to  0.80  mg.  KOH  per  gram  of  oil). 

8.  All  tests  shall  be  made  according  to  the  methods  adopted  by  the  Committee  on  Stand- 
ardisation of  Petroleum  Specifications. 

FLOOR  OIL 
General : 

1.  This  specification  covers  the  grade  of  oil  used  by  the  United  States  Government  and 
its  agencies  for  polishing  and  preserving  wooden  floors. 

2.  The  oil  must  be  a  well  refined  straight  petroleum  oil. 
Properties  and  Tests : 

3.  Flash-point:  The  flash-point  shall  not  be  less  than  300<*F. 

4.  Viscosity:  The  viscosity  at  lOO^F.  shall  be  within  the  following  limits: 

60  to  100  seconds. 

5.  Pour  test:  The  pour  test  shall  not  be  greater  than  35**F. 

6.  Color:  The  oil  shall  be  pale  or  red  in  color.     Black  oil  will  not  be  accepted. 

7.  All  teste  shall  be  made  according  to  the  methods  adopted  by  the  Committee  on  Stand- 
ardisation of  Petroleum  Specifications. 

GEAR  CHAIN  AND  WIRE  ROPE  LUBRICANT 
General : 

1.  This  specification  covers  the  grade  of  petroleum  oil  used  by  the  United  States  Gorem- 
ment  and  its  agencies  for  the  lubrication  and  protection  of  chains,  wire  ropes  and  gears  of 
cranes,  dredges,  steam  shovels  and  all  other  heavy  equipment,  for  the  lubrication  and 
protection  of  the  gears  and  ropes  of  balloon  hoists;  and  for  swabbing  the  wires  and  cables  of 
aircraft. 

2.  The  oil  must  be  a  petroleum  product  only,  free  from  vegetable  or  animal  oils  or  prod- 
ucts derived  from  them.  It  must  be  entirely  free  from  fillers,  such  as  talc,  resin,  and  all 
materials  of  every  nature  not  related  to  the  original  product. 

Properties  and  Tests : 

3.  Viscosity:  The  viscosity  at  210^F.  must  be  within  the  following  limits: 

900  to  1100  seconds. 

4.  Protection:  When  applied  to  a  plate  of  polished  steel,  the  lubricant  must  protect  the 
steel  for  a  period  of  thirty  days  when  immersed  in  a  10  per  cent,  salt  solution. 

5.  All  tests  shall  be  made  according  to  the  methods  adopted  by  the  Committee  on  Stand- 
ardization of  Petroleum  Specifications. 

GUN  AND  ICE  MACHINE  OIL 
General : 

1.  This  specification  covers  the  grades  of  petroleum  oil  used  by  the  United  States  Govern- 
ment and  its  agencies  for  cleaning  and  oiling  guns  and  small  arnu  where  aircraft  machine 
gun  oil  is  not  required;  also  for  lubrication  of  the  cylinders  of  ice  machines;  for  lubrication 
of  pneumatic  tools  and  for  hydraulic  systems. 

2.  The  oil  must  be  a  straight-run,  highly  refined  petroleum  oil,  free  from  vegetable  or 
animal  oils  or  products  derived  from  them;  must  be  suitable  in  every  way  for  the  uses  listed 
in  Paraflrraph  1 ;  and  must  not  gum  or  corrode  metals  under  any  conditions. 

3.  These  oils  shall  be  supplied  in  two  grades  known  as  No.  100  and  No.  125. 
Properties  and  Tests : 

4.  Flash-point:  The  flash-point  must  not  be  less  than  300''F. 

5.  Viscosity:  The  viscosity  at  100°F.  must  be  within  the  following  limits: 

No.  100  oil 05  to  110  seconds. 

No.  125  oil 120  to  135  seconds. 

G.  Pour  test:  The  pour  test  shall  not  be  higher  than  5®  above  lero  F. 
7.  Acidity:  Not  more  than  0.03  milligram  of  potassium  hydroxide  shall  be  required  to 
neutralize  I  gram  of  the  oil. 
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8.  Emulsifying  properties:  The  oil  shall  separate  completely  in  30  minutes  from  an 
emulsion  with: 

(1)  DistiUed  water. 

(2)  1  per  cent,  salt  solution. 

(3)  Normal  caustic  soda  solution. 

The  demulsibility  shaU  not  be  less  than  300. 

9.  All  tests  shall  be  made  according  to  the  methods  adopted  by  the  Committee  on  Stand- 
ardisation of  Petroleum  Specifications. 

HTDROLmS  OIL 
General : 

1.  This  specification  covers  the  grade  of  petroleum  oil  used  by  the  United  States  Govern- 
ment and  its  agencies  to  fill  the  recoil  cylinders  of  gun  carriages. 

2.  The  oil  must  be  entirely  neutral  and  free  from  add  or  alkali,  and  from  ash  and  saponi- 
fiable  oiL 

Properties  and  Tests : 

3.  Viscosity:  The  viscosity  shall  be  not  greater  than  145  seconds  at  32^.  and  not  less 
than  43  seconds  at  lOO^F. 

4.  Pour  test:  The  pour  test  must  be  below  0°F. 

5.  Evaporation  test:  The  oil  must  not  lose  more  than  5  per  cent,  in  weight  when  heated 
at  212**F.  for  two  hours.  Preference  will  be  given  to  oil  having  the  lowest  percentage  loss  in 
weight,  other  things  being  equal. 

6.  All  tests  shall  be  made  according  to  the  methods  adopted  by  the  Committee  on  Stand- 
ardisation of  Petroleum  Specifications. 

UBERTT  ABRO  AND  MOTORC7CLB  OIL 
General : 

1.  This  specification  covers  the  grade  of  petroleum  oil  iised  by  the  United  States  Govern- 
ment and  its  agencies  for  the  lubrication  of  stationary-cylinder  aircraft  engines  and  motor- 
cycle engines. 

2.  The  oil  miist  be  made  from  pure,  highly  refined  petroleum  products  and  must  be  suit- 
able in  every  way  for  the  entire  lubrication  of  stationary-cylinder  aircrsft  engines  and 
motorcycle  engines  operating  under  all  conditions.  The  oil  must  not  contain  moisture, 
sulphonates,  soap,  resin,  or  tarry  constituents  which  would  indicate  adulteration  or  lack  of 
proper  refining. 

Properties  and  Tests : 

3.  Flash-point:  The  flash-point  shall  not  be  lower  than  400'^F. 

4.  Viscosity:  The  viscosity  of  the  oil  at  210*'F.  shall  be  within  the  following  limits: 

80  to  90  seconds. 

5.  Pour  test:  The  pour  test  for  Summer  Oil  shall  not  be  above  45''F.  For  Winter  Oil 
not  above  20*F. 

0.  Acidity:  Not  more  than  0.10  milligram  of  potassium  hydroxide  shall  be  required  to 
neutralize  1  gram  of  the  oil. 

7.  Emulsifying  properties:  The  oil  shaU  separate  completely  in  one  hour  from  an  emulsion 
with: 

(1)  Distilled  water.    (2)  1  per  cent,  salt  solution. 
At  a  temperature  of  180°F. 

8.  Carbon  residue:  The  carbon  residue  shall  not  be  over  1.5  per  cent. 

9.  All  teste  shall  be  made  according  to  the  methods  adopted  by  the  Committee  on  Stand- 
ardisation of  Petroleum  Specifications. 

MARINE  ENGINE  OIL 
General : 

1.  This  specification  covers  the  grade  of  oil  iised  by  the  United  States  Government  and 
its  agencies  for  the  lubrication  of  reciprocating  steam  engines  in  marine  service  where  a 
compounded  engine  oil  is  required. 

THIS  OIL  MUST  NOT  BE  USED  IN  CIRCULATING  OR  FORCED-FEED  SYSTEMS. 
Properties  and  Tests : 

2.  The  oil  shall  be  a  compounded  oil  made  from  refined  petroleum  oil  and  10  per  cent, 
to  20  per  cent,  of  blown  refined  rape  seed  oil  or  blown  refined  peanut  oil;  so  compounded 
that  it  will  not  separate  or  break  down  in  any  way,  either  before  or  while  in  service. 
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3.  Vucoaity :  The  vUcotity  fhsU  be:  65  to  75  seoonds  at  210**F.  Not  over  700  Mcondi  it 
lOCF. 

4.  Pour  test:  The  pour  teet  ehall  not  be  above  32^F. 

5.  Acidity:  The  oil  shall  not  contain  more  than  1.50  per  cent,  of  acid  calculated  as  oUe 
acid  (equivalent  to  3.0  mg.  KOH  i>er  gram  of  oil). 

6.  Corrosion:  A  clean  copper  plate  miist  not  be  discolored  when  submerged  in  the  oil  for 
24  hours  at  room  temperature. 

7.  Emulsifying  properties:  The  oil  shall  remain  completely  emulsified  for  an  hour  from  u 
emulsion  with: 

(1)  Distilled  water.     (2)  1  per  cent,  salt  solution. 

8.  Wick  feed:  The  oil  shall  show  a  flow  at  the  end  of  14  days  of  at  least  30  per  eeai.  of 
its  flow  at  the  end  of  the  first  24-hour  period. 

9.  All  tests  shall  be  made  according  to  the  methods  adopted  by  the  Committee  on  Stand- 
ardisation of  Petroleum  Specifications. 

OIL  AND  GREASE  USED  IN  RECOIL  MECHANISM  OF  75  AND  iss  MM.  GUN 

CARRIAGE  (FRENCH) 
General : 

1.  This  specification  covers  the  grade  of  petroleum  oil  and  grease  used  by  the  United 
States  Government  and  its  agencies  for  the  recoil  mechanism  of  75  and  165  mm.  Frendi 
gun  carriages. 

Recuperator  Oil: 

2.  This  oil  shall  be  a  highly  refined  i>etroleum  product,  free  from  animal  or  yegetaUo 
oils. 

Properties  and  Tests : 

3.  Flash-point:  The  flash-point  shall  not  be  lower  than  345<'F. 

4.  Viscosity:  The  viscosity  at  lOO^F.  shall  be  within  the  following  limits: 

385  to  430  seconds. 

5.  Pour  test:  The  pour  test  shall  be  5  or  more  degrees  below  sero  F. 

6.  Acidity:  Not  more  than  0.05  milligram  of  potassium  hydroxide  shall  be  required  to 
neutralise  1  gram  of  the  oil. 

7.  Corrosion:  A  clean  copper  plate  must  not  be  discolored  when  submerged  in  the  oil  for 
24  hours  at  room  temperature. 

Recuperator  Grease : 

8.  The  grease  must  be  a  well  manufactured  product  composed  of  a  calcium  soap  and  a 
highly  refined  mineral  oil. 

Properties  and  Tests : 

9.  The  mineral  oil  used  in  reducing  the  soap  must  have  a  viscosity  at  100**F.  of  not  less 
than  180  seconds. 

10.  Soap  base:  The  grease  shall  contain  approximately  18  per  cent,  of  a  caleaom  80^;> 
made  from  a  whole  fat,  such  as  pure  tallow  oil,  neatsfoot  oil,  lard  oil,  horse  oil.  or  other  pure 
animal  oil,  iised  singly  or  in  combination. 

11.  Consistency:  This  grease  must  be  similar  in  consistency  to  the  approved  trade  stand- 
ard  for  No.  3  grease. 

12.  Mobture:  The  grease  must  be  a  boiled  grease  containing  not  less  than  1  nor  mors 
than  3  per  cent,  of  water  when  finished. 

13.  Corrosion:  A  clean  copper  plate  must  not  be  discolored  when  submerged  in  the  grease 
for  24  hours  at  room  temperature. 

14.  Ash:  The  ash  shall  not  be  greater  than  2.3  per  cent. 

15.  Fillers:  The  grease  shall  contain  no  fillers,  such  as  rosin,  resinous  mis.  aoapstoas 
wax,  talc,  powdered  mica  or  graphite,  sulphur,  clay,  asbestos  or  any  other  filler. 

16.  All  tests  shaU  be  made  according  to  the  methods  adopted  by  the  Committee  on 
Standardisation  of  Petroleum  Specifications. 
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Black  oils,  cold  test  for,  101 
Blakblsy  and  Reillt  on  sperm  oils.  86 
Bleaching  of  products.  36 
Blending  chart.  Bubeau  op  Mines.  346 
for  gasoline.  345.  347 
charts  for  lubricating  oils.  365 
defined.  47 

of  lubricating  oils.  123 
Blends,  Satbox.t  viscosity  of,  364 
Bloom  of  crude  petroleum.  3 
Blown  residues,  125 
"Body"  of  lubricating  oils.  120 
3oHRiBCH  and  KObscbnbr  on  iodine  num- 
ber. 21 
Soiling-point,  final,  52 
tests  of  bcnsols,  218 

of  light  oils.  213 
variation  of  heat  of  vaporization  with. 
325 
^Bomb,  use  of,  7 

with  gasoline,  61 
^Bookman  on  asphalts,  157 
3BoRDEN  on  transformer  oil,  161 
ottle,  cubic-foot.  288.  289 
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method,  62 
BoTBN,  VON,  and  Lach  on  ceresin,  178 
Bramb  on  heat  of  combustion,  7 
British  Air  Forces,  motor  fuel  of,  58 
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wax,  176 
Broken  stone  and  gravel  roads,  specifications 

for.  416 
Bromine  titration  method,  229 
Brooks  and  Humphrey  on  action  of  sul- 
phuric acid,  56 
on  lubricating  fractions,  21 
on  odor  of  olefines,  38 
Brown-coal  tar,  paraffin  from,  178 
Brown  evaporator,  32 
BrOhl  receiver,  use  of,  13 
Bryan  on  effect  of  temperature  on  viscosity, 
356 
on  viscosity,  91 
B.  S.  in  petroleum,  4 

in  tanks  or  cars,  181 
B.t.u.  per  pound  and  per  gallon  of  oils  of 

different  gravities,  330 
Buffer  oil,  specifications  for,  568 
BuNSBN  effusion  apparatus,  243 
Bureau  op  Explosives  rules  for  shipment 
of  gasoline,  334 
vapor  pressure  method,  63 
Bureau  op  Mines  absorption  method,  268 
apparatus    for    analysis    of    natural 

gas,  257 
chart  for  blending  casinghead  and 

naphtha,  346 
distillation  apparatus,  49,  50 
method  for  gas  analysis,  256 
sulphuric  acid  test,  58 
Bureau  op  Standards  method  for  demul- 
sibiUty,  107 
vidcosi  meter  attachment,  93 
Burner  for  gasoline  distillation,  5J 
Burning  oil  distillate,  26 
Burning-point  defined,  69 
of  lubricating  oils,  102 
teeters,  69,  70 
Burning  quality  of  kerosenes,  81 
Burning  test,  81 

on  illuminating  oils.  82 
BuRRBLL  fractional  distillation  method.  266 

on  analysis  of  gases,  256 
BuRRELL   and    Oberpbll   on   analysis    of 
gases,  262 
on  charcoal  absorption  method,  274 
Butane,  properties  of,  501 
Byerly  process,  125 
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Calorific  value,  7 
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gravities.  330 
Calorimeter,  gas.  248.  251 

readings,  record  sheet  for,  531 
standardisation  of,  507 
Calorimeters,  operation  of  flow,  611 
Calori metric  determinations  on  gasoline,  61 
laboratory  and  equipment,  503 
procedure  for  gases,  247 
value,  7 
Campbell  on  Lovibond  tintometer,  89 
Campbell  and  Wilson  on  sweating  of  paraf- 
fin wax,  403 
Carbenes.  157 
Carbon  black,  bibliography  of,  283 

evaluation  of  natural  gas  for,  283 
recovered  by  channel  process,  284 
testing  of,  for  quality,  283 
determination  of,  10 
dioxide,  compressibility  of,  545 

molecular  volume  of,  264 
disulphide,  bitumen  soluble  in,  138 
in  bensols.  determination  of,  231 
properties  of.  240 
fixed,  determination  of,  144 
free,  in  tars,  142 
monoxide  in  natural  gas,  255 
•residue  test,  561 

on  lubricating  oils,  103.  104 
Carbonaceous  matter  in  oils,  88 
Cabbondalb  wax-testing  machine,  177 
Carbonisation  test  on  air  compressor  oib, 
104 
on  lubricating  oib.  103 
troubles.  47 
Carius  method,  8 

Cabl,  viscosity  transition  chart  by,  356 
Carpenter  and  Diedbrichs  on  mechanical 

testers,  121 
Cars,  sampling  from,  180 

water  in,  181 
Casinghead  and  naphtha,  chart  for  blend- 
ing, 346 
gas.    analysis  of,  for  gasoline  content. 
540 
testing  of,  277,  282 
gasoline,  rules  for  shipment  of,  334 
Centigrade  to  Fahrenheit  degrees,  conver- 
sion of.  303 
Centrifugal  extractor,  149 
Centrifuges,  5 

Ceresin  yield  of  ozocerite,  178 
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Chandler  on  kerosene,  68 
Charcoal  absorption  method,  273 

applicability  of,  276 
Ch^nbveau  on  viscosity,  90 
Chill  test  of  signal  oils,  K4 
Christie  and  Bishon  on  sulphur  in  petro- 
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Chromometer,  Satbolt,  88 
Chromometers.  types  of,  79 
Chromometric  methods,  79 
Church  on  boiling-point  tests  ofbensoU. 
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Church  and  Weibs  on  use  of  dimethyl  sul- 
phate, 62 
Clarke  on  ultimate  analysis,  10 
Clatton  on  emulsions,  6,  107 
Cleaning  oil,  66 
Cleansing  oil,  66 

Cleveland  open-cup  tester,  69.  75,  102,  103 
"Close-cut"  defined,  66 
Closed-eup  testers,  69 
Cloth  oils,  158 
Cloud-point  of  kerosene,  83 
Cloud  test  for  lubricating  oils,  100 
Coal,  analysis  of,  31,  197 
Coal-tar  pitch,  A.S.T.M.  specifications  for, 

393 
Coast,  J.  W.,  flow-sheet,  33 
Coefficient  of  expansion,  1 1 
Coke,  determination  of,  33 

still,  31 
Cold  test  for  lubricants,  560 

•for  steam-cylinder  and  black  oils,  101 
Cold  tests  on  lubricating  oils,  99 
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matics,  57 
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of  gasolines,  40 

of  illuminating  oils,  79 

of  lubricating  oils,  88 

shades  for  Satbolt  chromometer,  354 
Colorimeter,  Union,  89 
Colorimeters,  comparison  of,  353 
Combustion  analysis  of  natural  gas,  257, 
262,  265 

data,  calculations  from,  262 

heat  of,  6 

heat  of,  of  gasoline,  61 
Commercial  evaluation  of  petroleum.  22 
Composition  of  gasohne,  62 

of  petroleum,  21 
Compound    steam-cylinder    oil,    specifica- 
tions for,  569 
Compounded  lubricants,  98 

oils,  analysis  of,  167 
examination  of,  166 
Compressibility  curves  of  natural  gas,  545 
Compression  method,  testing  of  natural  gas 

by.  267 
Compressor  for  field  compression  tests  on 

natural  gas.  268 
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for  one-barrel  still,  24 
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on  evaporation  tests,  106 
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Conbadbon'b  ftppaimtuB  for  investication  of 
cylinder  oils,  113 
carbon-reeidue  apparatus,  105 
method  for  carbon  residue,  104 
method  for  demulsification  value,  109 
method  for  sulphur,  77 
oil-emulsification  testing  apparatus,  109 
Consistency  of  bituminous  materials,  meas- 
urement of.  402 
Consistent  lubricants,  117 
CopBLAND  on  compounded  oils,  167 
Copper  oxide,  i|se  of,  37 
Corrosion  and  gunning  test,  61 

test  on  lubricants,  563 
CoSDEN  AND  CoMPANT  blending  chart.  345 
CoBDBN  apparatus  for  distillation,  50 
Cottbbll'b  electrical  method,  69 
Cracked  distillate.  30,  31 

distillates,  refining  of,  34 
gasoline,  fractional  distillation  of,  22l 
refining  of,  33 
Cracking  defined,  38 

stiU.  32 
Crawford  and  Francis  on  detection  of 

sulphur,  8 
CROMrxBLD  and  Au.bn  on  flash-point.  69, 

70 
Crude  naphtha,  26,  30,  31 

oil  yield  of  oil-shale,  185,  192 
petroleum,  Baum6  gravity  of.  2 
B.  8.  in,  4 
calorific  value  of,  7 
carbon  in,  10 

coefficient  of  expansion  of,  11 
color  of,  3 

commercial  evaluation  of,  22 
distillation  of,  12 
evaluation  of,  1 
examination  of,  1,  2 
final  examination  of,  26 
fluorescence  of,  3 
heat  of  combustion  of.  6 
heat  of  vi^Mrixation  of,  11 
hydrogen  in,  10 
Mid-Continent,  results  of  treatment 

of,  33 
nitrogen  in,  9 
odor  of,  3 
oxjrgen  in,  10 

preliminary  examination  of,  23 
refractive  index  oT,  1 1 
specific  gravity  of,  2 
specific  heat  of,  1 1 
sulphur  in,  7 
viscosity  of,  4 
water  in,  4 

quality  of  products  from,  33 
products,  treatment  of,  34 
tars,  analysis  of,  200 
Cubie-foot  bottle.  288,  289 
CuLMXR  process,  125 
37 


Cup  grease,  specifications  for,  568 
Cupric  oxide,  use  of,  37 
Cushing  petroleum,  distillation  curves  on, 
326 
iodine  values  on  cuts  of,  327 
Cutting  oils,  examination  of,  166 
Cylinder  oU,  27 

specifications  for,  569 
oils,  special  tests  on,  113 
stock.  27,  31 
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Dansxobb,  KoHNBTAMif  and  Shbrman  on 
specific  temperature  reaction,  113 
Davidson  gas  analysis  apparatus,  261 

on  analysis  of  gases,  262 
Davis  differential  pressure  method,  283 
Day  on  gilsonite,  124 
Dban  on  distillation  thermometers,  53 
on  gasoline  distillation,  52 
on  gasoline  specifications,  64 
on  iodine  number,  21,  59 
Dban  and  Rrmi an  distillation  apparatus, 
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Dban  and  Stark  on  water  in  petroleum,  6 
Death  Valley  clay,  use  of,  36 
Debensolised  wash  oil,  light  oil  in,  236 
Decolorisation  of  products,  36 
Deblbt  on  lubrication,  119 
Deblbt  and  Archbutt  op  greases,  118 

on  mechanical  testers,  121 
Degrees  Baum6,  conversion  of,  to  specific 
gravity,  812.  316 
pounds  per  gallon,  and  gallons  per 
pound,   corresx)onding   to  specific 
gravities  designated,  312 
Dbm ART  on  lubrication,  121 
Demulsibility.  107 

test  on  lubricants,  562 
Demulsification  value,  107 
Dbnnis  on  iubrication  of  stopcocks,  256 

on  purification  of  mercury.  244 
Density  of  gases,  determination  of.  242 
Dbnton  on  lubrication,  119 
Dbttmar  tester,  122 
DiBDBRicHS  and  Carpenter  on  mechanical 

testers,  121 
DioBT  on  transformer  oil,  166 
Dimethyl  siilphate  test  on  asphalts,  157 

use  of,  as  solvent,  62 
Dirt  in  gasoline,  40 
Displacement  method  for  specific ,  gravity, 

128,  129 
Distillates,  action  of  siilphuric  acid  on,  38 
Distillation,  Allbn- Jacobs  method  of,  17 
apparatus,  13 

for  bitumens,  146 
curves  of  petroleum  products,  352 
on  Cushing  crude  petroleum,  326 
study  of,  47 


578 


INDEX 
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methods  of,  12 
of  asphalts,  )  57 
of    bituminous     materials,     A.S.T.M. 

method  for.  388 
of  gasolines,  55 
of  illuminating  oils,  80 
pressure,  32 
procedure  for,  13 
test  of  gasoline,  49 
tests  for  gasoline,  47 
on  crude  petroleum,  13 
on  oil-shale,  185,  187,  192,  194 
theory  of,  22 
thermometers,  53 
"Doctor"  solution,  use  of,  in  refining,  37 
test,  59 

on  kerosene,  79 
Dow,  gas  analjrses  by,  284 
on  absorption  tests,  271 
penetration  machine,  132 
Dropping-point  test  for  greases,  1 18 
Drushbl  pycnometer,  45 
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"Dry"  natural  gas,  267 
Dry-point,  62,  56 
Ddbbs  process,  125 
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Emulsification  of  lubricating  oils,  107 
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oils  in  lubricating  oik,  98,  99 
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Final  boiling-point,  52 
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for  lubricating  oils,  102 
Fixed  carbon,  determination  of,  144 
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defined,  68 
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use  of,  36 
I^How  test  on  asphalts,  157 
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Forced-feed  lubrication,  107,  119 
Formolite  number,  20 
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Fullers'  earth,  efficienoy  of,  39 

use  of,  36 
Fusion  method  for  sulphur,  8 


Q 


Gardner  on  turpentine  substitutes.  66 
Garner  and  Underwood,  study  of  char- 
coal absorption  method  by,  274 
Garrt  and  Watson  on  testing  gasoline,  48 
Gas  analysis,  255 
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Graefe  on  asphalts,  125 
Graefe'b  oil  cylinder,  G 
Grahamite,  124 


Gravity,  conversion  of,  to  apedfio  gravity, 
312,  316 

conversion  tables,  304,  316 

relation  of,  to  percentage  of  sulphur, 
325 
G  rat's  carbon-residue  method,  104 
Grease  lubricants,  value  <^,  117 
Greases,  dropping-point  test  for,  118 

efficiency  of,  121 

examination  of,  87 

lubricating,  117 

melting-point  test  for,  118 

relative  importance  of  teats  on,  87 
GBSSNa  on  kerogen,  183 
Gross  heating  value  of  gas,  254 
Groups,  hydrocarbon,  21 
Grunmach  and  Bsin  on  surface  tension,  120 
Gumming  test,  61 
Gun  oil,  specifications  for,  570 
GuRwmcH  on  formolite  reagent,  21 

on  separation  of  hydrocarbona,  22 


H 


Hammond  on  cutting  cnls,  166 
Ha  MOB  and  Bacon  on  aephalt,  125 

on  coefficient  of  expansion,  1 1 
on  Edxleanu  method,  22,  34 
on  Florida  earth,  36 
on  fuel  oils,  158 
on  gasoline,  40 
on  liquid  petrolatum,  173 
on  natural  gas.  267 
on  oil-shale,  183,  184 
on  oxygen  in  petroleum,  10 
on  paraffin,  175 
on  petrolatum,  174 
on  petroleum  coke,  31 
on  refining,  26 
on  refining  value,  23 
on  solvent  naphtha,  66 
on  specific  heat,  11 
on  transformer  oil,  160 
on  turpentine  substitutes.  66 
on  wax-presses,  176 
Hamor    and    Baskbrvillb    on  distillation 

of  oil-shale,  104 
Hanus  method,  59 
Harrison  and  PxBKiN8||on  use  of  dim^hyl 

sulphate,  62 
Hatchettite,  178 
Hats  appliance,  242 
"  Heads,"  gas  flow  by,  298 
Heat  of  combustion,  6 

of  combustion  of  gasoline,  61 

of  vaporisation,  determination  of,  11 

of    vaporisation,    variation    of,     with 

boiling-point,  325 
source  of,  in  gasoline  distillation,  55 
test  on  lubricating  oils,  103 
•^alue  test-record,  524 
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Heatins  and  stirrinc  device  for  Satbolt 
viscoeimeter.  93 
of  oil,  I0B8  on,  138 
value  of  natural  gas,  247 
values  of  gases,  254 
of  varioiis  gases,  632 
total  and  net,  61 
'  Heavy  liquid  petrolatum,  172 

oils,  analysis  of,  200 
Hsias  on  floor  oils,  158 J 
Helenite,  178 

Helium  in  natural  gas,  255 
HsifPEii  on  gas  oil,  159 
Heptane,  properties  of,  501 
Hbbschbl  on  use  of  Satbolt  viseosimeter, 
95 
on  viscosity  of  blends,  364 
on  viscosity  of  illuminating  oils.  84 
Herschxl's  standardisation  of  Satbolt 

viseosimeter,  91 
Hess  tester,  122 
Heuslbr  and  Enolbb  lamp,  76 
Hexane,  properties  of,  501 
Hiqgins,  graphical  methods  of,  90 
High  heating  value  of  gas,  254 
Highway  materials,  record  for  data  on,  464 

work,  terms  used  in,  459 
HiLDT  fractionation  apparatus,  48 
Hill,    Perdew    and    Gavin    on    oil-shale, 

188 
HiNCKLET  and  Anderson  on  charcoal  ab- 
sorption tester,  274 
HoLDE  on  greases,  117 
Holde's  paraffin  wax  method,  18 
HoLDB-MuELLEB  on  cercsin,  178 
on  coefficient  of  expansion,  1 1 
on  greases,  118 
on  heat  of  combustion,  7 
on  latent  heat  of  evaporation,  12 
on  refractometry,  11 
on  specific  heat,  11 
on  Ubbelohde  viseosimeter,  84 
on  Wus  method,  21 
Hubbard  on  testing  asphalts,  157 
pycnorneter,  88,  127 
specific  gravity  bottle,  127 
HuBBAHD  and  Reeve  on  bituminous  road 

materials,  124 
HuMBOLT  penetrometer,  134 
Humidity,  relative,  from  wet  and  dry  bulb 
thermometer    readings    for    psy- 
chrometer,  502 
Humphrey,  fractional  distillation  curve  by, 
334 
on  distillation,  22 
Humphrey  and  Brooks  on  action  of  sul- 
phuric acid,  56 
on  lubricating  fractions,  21 
on  odor  of  olcfines.  38 
Hydrocarbon  xroups,  determination  of,  21 
minerals,  178 


Hydrocarbons,  aromatic*  estimation  of,  57 

unsaturated.  21 
Hydrogen,  determination  of,  10 

in  natural  gas,  255 

sulphide  in  light  oil,  determination  of, 
232 

sulphide  in  natural  gas,  255 
Hydroline  oil,  specifications  for,  571 
Hydrometer,  42 
Hydrometrio  method,  43 


Ice-machine  oil,  specifications  for,  570 
Ignition  temperature  of  gasoline,  61 
Illuminating  gas,  heating  value  corrections 
for,  529 
oil,    Railwat    Signal    Association's 

specifications  for,  351 
oils,  Baum6  gravity  of,  68 

burning  quality  of,  81 

burning  test  on.  81,  82 

classification  of,  86 

cloud  test  of,  83 

color  of,  79 

dehydration  of,  69 

distillation  of,  80 

examination  of,  68 

flash-  and  burning-points  of,  68 

flock-test  of,  84 

free  acid  in,  83 

government  specifications  for,  350 

lamp  test  on,  81 

mineral  salts  in,  84 

odor  of,  68 

relative  importance  of  tests  on,  68 

specific  gravity  of,  68 

specifications  for,  86 

state  laws  relating  to,  349 

sulphur  in,  75 

suspended  matter  in,  85 

viscosity  of,  84 
Impsonite,  125 

Impurities,  effect  of,  in  distillation,  38 
Index  of  refraction,  11 
Indurated  bitumen,  126 
Ingram  on  retorting,  194 
Initial  boiling-point,  55 
Insulating  oils,  examination  of,  160 

oxidation  of,  105 
Interferometer,     application     of,     to     gas 

analysis,  255 
Internal  friction  of  oils,  121 
Iodine  number.  20 

of  gasoline,  59 
values,  importance  of,  106 
values  on  cuts  of  Gushing  crude  oil,  327 


Jacobs  and  Allen  distillation  apparatus. 
17,  18 
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Jacobs  and  Allsn  distillation  method,  0 
James  on  analysis  of  light  oil,  215 
JoNcs,  method  of,  for  sssaying  oil-shale,  192 
Jones  and  Meigham  on  sodium  pyrogal- 

late.  260 
Joseph  on  Edeleanu  method,  34 
Journal  greases,  118 
Journals,  abbreviations  of,  v 
June  on  lubrication,  121 
JuNKEBS  flow  calorimeter,  247 


K 


Kerogen,  nature  of,  183 
Kerosene  distillate,  26 

distillation  curve  of,  362 

examination  of,  68 

state  laws  relating  to,  349 

temperature-fluidity  curve  of,  85 
Kerosenes,   government  specifications   for, 

350 
KiNOSBUBT  on  viscosity  and  "body,"  120 

tester,  122 
KiNTNEB  on  transformer  oil,  160 
KiELDAHL  method,  9 
KOhleb  on  asphalts,  157 
KoHNSTAMif,  Shebman  and  Danuobb  on 
specific  temperature  reaction,  113 
Koppebb  Compant,  laboratory  methods  of, 

200 
KoppEBS  system  described,  200,  201 
Kbabmbb  and  Spilkeb  method,  229 
Kbambb  and  Sabnow  method,  135 
Kbaus  on  greases.  118 
KbOkeb  bomb,  7 

Kboppp  and  Shebman  on  calorific  value,  7 
KOnkleb  on  greases,  117 
KObschneb  and  Bohbisch  on  iodine  num- 
ber, 21 


Laboratory,  description  of,  2 
gas  meters.  532 
stills.  23 
Lack  and  von  Boyen  on  ceresin,  178 
Laclede  method.  216 
Lamp  apparatus  for  sulphur,  60 
for  burning  tost,  82 
method  for  sulphur,  76 
oil  distiUate.  26.  30,  31 
distillates,  refining  of,  34 
distillation  curve  of,  352 
oils.  86 

unrefined,  18 
test.  81 
Lampblack,  bibliography  of,  283 
Lanqbein  on  petroleum  coke,  31 
Laktos  on  freesing-points  of  mineral  oils, 

100 
Lasbab-Cohn  on  ultimate  analsrsis,  10 


Latent  heat  of  evi^Mratioii,  12 
Leach  on  refractometry,  11 
Leather  oils,  158 

**Lectroseal"  transformer  oil.  161 
Levbbin  on  retorting,  194 
Lewis  on  analysis  of  toluols,  220 

on  emulsification.  107 
Lewis  and  Reeves  on  use  of  dimethyl  lul^ 

phate,  62 
Lbwkowitbch  on  cloth  oUs,  158 
on  refractometry,  11 
on  Wus  method,  21* 
Liberty  aero  oil,  speoificatioiis  for,  571 
Liebbbmann-Stobch  test.  98 
Light,  action  of,  on  products,  36 
liquid  petrolatum,  173 
oil,  analysis  of,  200,  207 
carbon  disulphide  in,  211 
determination  of  wash  oil  in,  217 
fractionating  still,  209 
fractionation  of,  209 
hydrogen  sulphide  in,  232 
in  bensolised  wash  oil.  determinattos 

of.  236 
in  gas,  determination  of,  203 
paraffin  hydrocarbons  in,  211 
properties  of  the  constituents  (rf,  240 
purifieation  of,  208 
oils,  boiling^iMiint  tests  on,  213 
methods  for  analsrsis  of.  215 
Lignite,  distillation  of,  195,  196 
Lime  greases,  118 
Limestones,  asphaltic,  125 
Liquefied  petroleum  gas,  rules  for  shipment 

of,  334 
Liquid  paraffin.  172 

petrolatum,  examination  of,  172 
tests  for,  173 
LocKHABT  on  greases,  118 
on  lamp  oils,  80 

on  requirements  for  lubricants,  380 
LoMAX  distillation  apparatus,  57 
on  gssoline  distillation,  56 
on  spontaneous  ignition  temperature, 

ei 

on  testing  gasoline,  48 
LoM ax's  method  for  sulphur,  59 
Long-time  burning  oil,  86 

burning  test  on,  82 
cloud  test  on,  83 
flock-test  on,  84 
Loss  on  heating  of  <m1  and  asphaltic  conk- 
pounds.  A.S.T.M.  test  for,  386 
to  siilphuric  acid  test,  56 
LoviBOND  and  Satbolt  colorimeten.  com- 
parison of,  353 
LoviBOND  tintometer,  88,  89 
Low  heating  value  of  gas,  254 
Lubricants,  analyses  of,  88 
consistent,  117 
C.S.P.S.  methods  of  teatinc.  558 
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Lubricants,  general  requirements  for,  380 
machines  for  testing,  121 
unrefined,  18 
Lubricating  distillate,  27 
greases,  117 

examination  of,  87 
relative    importance    of     tests     on, 
87 
oils,  Baum6  gravity  of.  88 
blending  of.  123 
"body"  of,  120 

carbon-residue  test  on,  103,  104 
carbonaceous  matter  in,  88 
carbonisation  of,  103 
cloud  test  for,  100 
cold  tests  on,  09 
color  of,  88 
compounded,  98 
C.8.P.S.  methods  of  testing,  558 

specifications  for,  565 
demulsibility  of,  107 
distillation  of,  107 
emulaification  of,  107 
omulsification  tests  of.  Ill 
evaporation  tests  of,  106 
examination  of,  87 
fatty  oils  in.  98,  00 
fire  test  for.  102 
flash  test  for.  102 
free  acid  in,  00 
freezing-points  of,  100 
heat  test  on.  103 
Maumen6  number  of,  113 
odor  of,  87 

organic  sulphur  compounds  in,  97 
paraffin  in,  88 
pour  test  for,  100 
refining  of,  34 

relative  importance  of  tests  on,  87 
rosin  oil8  in,  98 

saponification  number  of.  98,  99 
soaps  in,  99 
specific  gravity  of.  88 
specifications  for,  123 
sulphur  in,  97 
surface  tension  of,  120 
viscosity  of,  90.  120 
volatility  of,  106 
power,  fatty  acids  and,  120 
value,  119.  120 
Lubrication  problems,  121 
theory  of,  1 19 
value,  121 
I-ubricity  of  oils,  119 
LuNcE  on  boiling-point  tests  of  benzols,  218 

on  carbon  disulphide  in  light  oils,  211 
LrNfJK  on  Wijs  method.  21 
Lr.NowiTZ   and    .Schweitzer   on   soaps   in 

mineral  oils,  99 
Lydkk  und  Alle.v  gas  analysis  apparatus, 
2r>8 


M 


Mabery  on  nitrogen  in  petroleum,  9 
on  oxygen  in  petroleum,  10 
on  separation  of  hydrocarbons,  22 

Mabert  and  Quayls  on  sulphur  in  petro- 
leum, 8 

Mabery  and  Smith  on  sulphur  in  petro- 
leum, 8 

McClelland  on  the  literature  of  carbon 
black,  283 

McCoy,  Shidel  and  Traqer  on  emulsified 
oil,  6 

Machinery,  lubrication  of,  121 

Mackie  on  benzol  mixtures,  58 

Maltha,  125 

Manjak.  124 

Marcubson's  formolite  method,  20 

Marcusson  and  Meyerhbim  on  paraffin, 
178 

Marcusson    and     SchlOtbr    on    ceresin, 
178 

Marine-engine  oil,  specifications  for,  571 

Markovnikov  on  separation  of  hydrocar- 
bons, 22 

Martens  tester,  122 

Maumen^  number  of  lubricating  oils,  113 
on  specific  temperature  reaction,  113 
test,  56 

Maximum  boiling-point,  56 

Measurement  of  natural  gas,  287 

Mechanical  oil-testers,  121 

Mechanism    lubricating    oil^  specifications 
for,  373 

Medicinal  oil,  172 

Meioham  and  Jones  on  sodium  pyrogal- 
late,  260 

Mellon  Institute  method  for  assaying  oil- 
shale,  192 

Melting-point  of  asphalt,  135 
of  greases,  118 
of  paraffin  wax,  176 

Mercury,  purification  of,  244 

Meter  pr overs,  287 

Meters,  calibration  of,  287.  535 
correction  of  erratic,  289 
laboratory  gas,  532 

Methane,  compressibility  of,  545 
properties  of,  501 

Methylene  blue  test,  8 

Metric-English  equivalents,  530 

Mexican  crude,  water  and  B.H.  in,  4 

Meyer  on  ultimate  analysis,  10 

Meyerhbim  on  montan  wax,  178 

Meyerheim  and  Marcusson  on  paraffin, 
178 

Microscopic    examination    of    bituminous 
road  materials,  157 

Mid-Continent  crude  petroleums,  products 
of  distillation  of,  328 

Middle  oib.  analysis  of.  200 
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"Mil/*  or  miUmter.  defined.  173 
Milliliter  defined.  173 
Mineral  aggregate,  grading,  153 
voids  in,  164 
ooUa.  86 
••Mineral  oU,"  172 

oil,  determination  of.  in  compounded 

oils,  167,  169 
oils,  bleaching  of,  36.  39 
pitch,  124 

salts  in  kerosenes,  84 
seal,  86 

burning  test  on,  82       ^ 
cloud  test  on,  84 
distillate,  27 
distillation  curve  of,  352 
fire-test  of,  69 
flock-test  of.  84 
stock.  27 
spirits  for  paint-making,  66 
steam-cylinder   oil,   specifications   for, 

609 
tallow.  178 
waxes.  178 
MiSKSLii.  P.  W.,  flow-sheet.  33 
Mixed-base  crude  oil,  evaluation  of,  30 
Mixed  motor  fuels,  68 
Montan  wax,  178 

Moors  on  compressor  lubrication,  166 
on  liquid  fuel,  159 
on  spontaneous  ignition  temperature. 

61 
on  vapor  <iension,  63 
Moorb's  wax  testing  press.  177 
Moors  and  Rxchtkr  apparatus,  121 
MooRB,    MoRRBLL  and   EoLOPP  on  Ede- 

UBANU  method,  62 
MoBRSLL,   EoLOPP  and   Moobb  on   Edx- 

LBAKU  method,  62 
Motor  fuels,  mixed,  58 
gasoline.  40 

distillation  curve  of,  351 
portions  composing.  46 
specifications,  333 
Motorcycle  oil,  specifications  for,  571 


N 


Naphtha  and  casinghead,  chart  for  blend- 
ing, 346 

bitumen  insoluble  in,  142 

defined,  26 

distiUate.  26.  30 

distillates,  refining  of.  34 

distillation  curve  of,  352 

-insoluble  bitumen  determination,  use 
of,  143 

products,  examination  of,  40 

rules  for  shipment  of,  334 
Naphthalene  in  oils,  determination  of.  236 

properties  of.  240 


Naphthas,  solvent  powers  of,  148 

unrefined,  18 
Naphthenes  and  paraffins,  aeparation  of,  22 

separation  of,  63 
Naphthenic  acids,  10 
Native  paraffin,  178 
Natural  bituminous  materials,  124 
gas,  iU>sorption  tests  on,  268 
analsrses  of,  500 
analysis  of.  255 

by  fractional  distillation,  266 
calculation  of  heating  value  of,  260 
calculation  of  specific  gravity  of.  250 
carbon  monoxide  in,  266 
combustion  analysis  of,  257,  262, 265 
composition  of,  256 
compressibility  curves  of,  546 
compression  tests  on,  267 
density  of,  242 
determination    of    gasoline    in,    by 

charcoal  absorption,  273 
evaluation  of,  for  carbon  black.  283 
examinaUon  of,  241 
gasoline  from,  bibliogrM>by  of  ex- 
traction of,  547 
gasoline  in,  267 

heating  value  corrections  for,  529 
heating  value  of,  247 
helium  in,  255 
hydrogen  in,  255 
hydrogen  sulphide  in,  256 
measurement  of,  287 
sampling  of,  241 
specific  gravity  chart  for,  642 
specific  gravity  of,  242 
survejrs,  questionnaire  for,  641 
typical  analysis  of,  259 
wells,  testing  of,  for  volume,  293 
gases,  gasoline  yield  of,  544 
lamp  oil  distillate.  26.  30.  31 
products,  38 
Navt  Dbpartmbkt  specifications  i<a  fud 

oil,  169 
Nbal,  R.  O.,  acknowledgment  to.  vi 
Neal  on  effect  of  temperature  on  absorp* 
tion.  546 
on  evaluation  of  natural  gas  for  carbon 
black,  283 
Ne All's  apparatus  for  estimating  yield  of 

carbon  black,  284.  285,  286 
Neal  and  Dtkema  on  absorption  tests,  270 
Net  heating  value,  61 

of  gas.  254 
Nevitt  and  Schwarts  on  "doctor"  test,  60 

on  use  of  sodium  plumbite,  37 
New  York  State  Board  op  Health  testis 
74  " 

New  York  Testing  Laboratory  float-test 
apparatus,  130 
oven,  136 
penetrometer.  133 
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Nbwton  abflorptioii  tester,  283 

Nbwton  and  Wiluams  on  Mphalts.  167 
on  burning  quality  of  oils,  81 
on  HuMBOLT  penetrometer,  134 

Nxcholl's  specific  gravity  tube,  44 

NicoLARDOT  and  Baubikr  on  testing  oil- 
shale,  194 

Nitrogen,  determination  of,  9 

Non-bituminous  materials,  tests  of,  468 

Non-emulsifiable  oik,  107 


Obkrpxll  on  direct  determination  of  gaso- 
line in  natural  gas,  283 
on  distillation  method,  275 
on  leather  oils,  158 
Obkrpell   and    Burrsll   on   analysis   of 
gases,  262 
on     charcoal     absorption     method, 
274 
Odor  of  crude  petroleum,  3 

of  gasoline,  40 
Oppicb  op  Public  Roads   methods.    124 
Oil-asphalts,  penetration  test  on.  135 

-emulsification  testing  apparatus,  109 
•field  emulsions,  4,  6 
•forming  bituminous  matter,  183 
-gas,  159 

in  paraffin  wax,  176 
loss  on  heating  of,  138,  387 
-sample  bottle,  description  of,  3 
sampling  devices,  181 
-shale,  ammonium  siilphate  srield  of, 
185,  187,  191 
crude  oil  yield  of,  185.  192 
evaluation  of,  183 
experimental  retorting  of,  197 
field  distillation  of.  187 
nitrogen  in,  183 

preliminary  examination  of.  185 
products,  marketing  of,  184 
property,  productive  value  of,  183 
reporting  of  examination  of,  197 
retorts  for  distilling,  185,  189.  193, 

104 
testing  of,  in  the  field,  187 
in  the  laboratory.  185 
-shales,  analyses  of,  191 

assay  of,  for  yield  of  oil,  192 
stills  for  laboratory  work,  23 
-testers,  mechanical,  121 
*'thieysB."  181 
tube  for  viscosimeter,  664 
Oils,  bleaching  of,  36,  39 
«     gallons  per  pound,  312,  816 

heavy  and  middle,  analysis  of,  200 
naphthalene  in,  236 
pounds  per  gallon,  312,  316 
sampling  of,  179 
thieving  of,  182 


Olefines,  action  of  sulphuric  add  on,  38 

odor  of.  38 

polymerisation  of,  21 
Oliphant  on  correction  of  erratic  meters, 
289 

on  testing  of  gas  wells,  294 
Olsen-Cornxll  tester,  122 
O'Neill  on  lubricating  oils.  107,  119 
Oi>en-cup  testers,  69 

-flow  capacity  of  gas  wells.  242 
PiTOT  tube  test  for,  293 
Organic  sulphur  compounds  in  lubricating 

oik,  07 
Orifice  well  teeter,  297 
Orifices,  thin-plate,  capacities  of,  649 
OsTWALD  pycnometer,  44 
Oven  for  volatilisation  test,  136 
Over-point,  14,  51 
Oxidised  residues,  125 
Oxygen,  estimation  of.  10 
Osocerite.  178 


Paillbr  on  asphalts,  125 
Paint  thinners,  66 

other  than  turpentine,  standard  tests 
for.  343 
Pan,  sweating,  30 

Paraffin-base  crude  oil,  methods  of  evalu- 
ating, 26 
described,  175 
distillate.  31 

hydrocarbons,  correction  for,    in  light 
oU.  211 
properties  of,  323,  601 
vapor  tension  curves  of,  324 
in  kerosenes,  81 
in  lubricating  oils,  88 
naphtha,  bitumen  insoluble  in,  142 
oU,  40 
scale  determination,  use  of,  148 

freesing  apparatus  for   determining, 

147 
in  bitumens,  determination  of,  145 
separation  of,  from  bitumens,  147 
varieties  of,  178 
wax,  color  of,  175 
crude,  sweating  of,  493 
determination   of   melting-point   of, 
176 
of  oil  and  water  in,  176 
estimation  of,  18 
examination  of,  175 
meltiDg-x)oint  of,  175,  176 
Paraffins  and  naphthenes,  separation  of,  22 
Parr  bomb,  8 

Parsons  on  fullers*  earth,  39 
Pavements,  specifications  for,  446 
Paving  brick,  rattler  teet  for,  475 
PxcK  on  transformer  oil,  160 


586 


INDEX 


PscKHAM  on  nitrogen  in  petroleum,  0 

on  sulphur  in  petroleum,  8 

on  testing  asphalts.  157 
Penetration  machine,  Dow,  132 

of  bituminous  materials,  A.S.T.M.  test 
for.  8S5 

test,  conduction  of,  134 
described,  131 
of  asphalts.  402 
use  of,  135 
Penetrometer,  133,  134 
PsNNSTLVAzriA  Railroad  signal  oil,  86 

trainmen's  lantern,  88 
Psxskt-Martbns  tester,  70,  71 
Pentane,  properties  of,  601 
Pbbdbw,  Gavin  and  Hill  on  oil-shale,  183 
PBBKIN  on  use  of  dimethyl  sulphate,  62 
P^BKiNB  on  viscosity  of  kerosenes,  85 
Pbbkxns  and  Habrison  on  use  of  dimethyl 

sulphate,  62 
Pbbrott  and  Thzbssbn  on  testing  of  carbon 

black.  283 
Pbtbbs  bomb,  7 
PBTBorr  on  lubrication.  121 
Petrol.  40 
Petrolatum  album,  174 

examination  of,  174 

grades  of,  174 

liquid,  examination  of,  172 

liquid  um,  172 
Petrolenes.  167 
Petroleum  asphalt,  125 

asphaltene  in,  19 

Baum£  gravity  of,  2 

bensine.  66 

B.  8.  in,  4 
.    oalorifio  value  of.  7 

earbon  in,  10 

ooeffleient  of  expanuon  of,  11 

ook«,81 

color  of,  8 

oommereiAl  evaluation  of,  22 

composition  of,  21 

determination  of  paraiBn  wax  in,  18 

dJatillatcs,  action  of  sulphurio  acid  on, 
88 

diatillatioB  curves  on  Gushing.  826 

diBtiDation  of,  12 

•muUona,  4,  6 

cthor.  66 

eralnatlon  of,  1 

examination  of,  1,  2 

final  examination  of,  26 

fluoraaeenoa  of.  8 

formoUta  number  of,  20 

hast  of  combustion  of.  6 
of  vaporisation  of,  11 

hydrogen  in,  10 

lodina  number  of,  20 

jelly.  174 

labontory,  description  of.  2 


Petroleum    Mid-Continent,  resulta  of  treat- 
ment of.  33 

naphtha  products,  examination  of,  40 

nitrogen  in,  9 

odor  of,  3 

oils,  sampling  of.  179 
thieving  of.  182 

oxygen  in,  10 

preliminary  examination  of,  23 

products,  decolorixation  of,  36 
distillation  curves  of.  352 
railway  specifications  for.  488 
treatment  of.  34 

refractive  index  of,  1 1 

specific  gravity  of,  2 

specific  heat  of,  11 

sulphur  in,  7 

ultimate  analysis  of,  10 

viscosity  of,  4 

water  in.  4 
Petroleums,  quality  of  products  from.  33 
Phalex  on  fullers'  earth,  39 
Pharmaceutical  oil.  172 
Philip  on  flash-points.  69 

on  testing  motor  spirits,  49 

on  vapor  tension,  63 
Pipe  line  oil,  4 
Pissasphalt,  125 
Pitches,  analjrsis  of.  200 
PiTOT  tube  described.  293.  294 

table  for  testing  of  gas  wells,  295 
Pittsburgh  natural  gas,  composition  of,  265 
Poise  defined,  90 

PoLTCUBONis  and  RADCLirFK  on  iodine  ab- 
sorption. 21 
on  iodine  number,  69,  166 
Poole  on  heat  of  combustion,  7 
Potassium  hydroxide  solution  for  gas  analy- 
sis. 262 
Pour  test  for  lubricating  oils.  100,  559 
Precipitation  test  on  lubricants.  563 
Pressed  lubricating  distillate.  28 
Pressing,  27 
Pressure  distillation,  32 

of  reduced  oil,  327 
Primer,  A.S.T.M.  specifications  for,  393 
Products   from    Mid-Continent    crude  pe- 
troleums, 328 

quality  of,  from  crude  oila,  33 

treatment  of,  34 
Propane,  compressibility  of,  645 

properties  of,  501 
Protection  test  on  lubricants.  563 
Psychrometer,  manipulation  of,  254 

sling,  254 
Purified  petroleum  bensine,  65 
Pycnomcter  for  bitumens,  127 

use  of,  43 
Pycnometera,  varieties  of,  44,  45 
Pycnometric  method,  43 
Pyrobitumens,  125 
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Pyrolyais  defined,  38 
Pjrrolytio  gasoline,  acidity  of.  41 
refining  of,  33 


Quality  of  products  from  crude  oils,  33 
QuATLS  and  Mabsbt  on  sulphur  in  petro- 
leum, 8 
Questionnaire  for  natural  gas  survey,  541 


R 


Radcufps    and    Poi«tcbrokis   on   iodine 

number,  21,  69,  166 
Railroad    AoiaNiSTBATiON    specifications 

for  turpentine  substitutes,  66 
Railroad  lubricant  testing-machine,  122 

signal  oil,  86 
Railway  specifications  for  petroleum  prod- 

ucts,  488 
Rattler  test  for  paving  brick,  475 
Reagents  for  gas  analysis,  260 
Recuperator  grease,  specifications  test,  572 

oil,  specifications  for,  572 
Reduced  oil,  pressure  distillation  of,  327 
RsDwooD,  Satbolt,  and  Enqlbr  viscosim- 

eters,  conversion  table  for,  355 
Rrdwood  viscosimeter,  90 
Rxsvs  and  Hubbard  on  bituminous  road 

materials,  124 
Rbbvb  centrifugal  extractor,  149 
Rbbvbs  and  Lbwis  on  use  of  dimethyl  sul- 
phate, 62 
Refined  tars  for  surface  treatments,  speci- 
fications for,  420 
Refinery  chemist,  duties  of,  2 
Refining  of  crude  products,  34 
theory  of.  37 
time  factors  in,  35,  36 
with  sulphuric  acid,  35 
Refractive  index,  determinRtion  of,  11 
RaoBSTBR  on  sulphur  in  petroleum,  8 
Rbillt  and  Blakblit  on  sperm  oils,  86 
Reports  of  pressure  distillation  results,  33 

on  gasoline  testing,  64 
Residues,  blown,  125 
sulphurised,  125 
Retorts  for  distillation  of  oil-shale,  185,  189, 

193,  194 
RxoRARDSON  OD  Rsphalt,  124 

on  determinRtion  of  total  bitumen,  142 
on  recovery  of  Iritumen,  151 
on  testing  asphalts,  157 
Ricbardbon's  ball  method,  135 

formolite  method,  20 
Richardbon    Rnd    Wallacb    on    sulphur 

ip  petroleum,  8 
RicBTBB  and  Moors  Rpparatus,  121 
RxBHLi  tester,  122 


RzTTif  AN,  heat  of  vaporisation  and  boiling- 
point  data  from,  325 
on  determination  of  bensene,  217 
on  estimation  of  non-aromatic  hydro- 
carbons, 211 
on  refractive  index,  1 1 
RrrTMAN  and  Dban  distillation  apparatus, 

16 
RiTTMAN,  TwoMXT  and  EoLorr  on  use  of 

dimethyl  sulphate,  62 
Road  construction  materiRls,  standards  for, 
437 
materials,  bituminous,  examination  of, 

124.  125 
oils,  analyses  of,  157 
RoBRBTB  and  Wilson  on  determination  of 

bensene,  216 
RoBBRTS  and  Wilson's  method,  213 
RoBSON  and  Withbow  on  flash-point,  70 
Rock,  testing  of,  471 
Rolling-mill  greases,  118,  119 
RosANorr  on  distillation,  22 
Rosin  oils  in  mineral  oils,  98 


8 


Sample  bottle,  description  of,  3* 
Sampling  from  cars,  180 
from  tanks,  179 
of  natural  gas,  241 
of  petroleum  oils,  179 
Sand,  mechanical  analysis  of,  473 
Sands,  asphaltic,  125 
Saponary  oils,  99 

Saponifiable  matter,  determination  of,   in 
compounded  oils,  169 
oil,  determination  of,  in  compounded 
oils,  167,  168 
Saponification  number  of  lubricating  oils, 

98.99 
Saponified  lubricants,  117,  118 
Satbolt  and  Lovibond  colorimeters,  com- 
parison of,  353 
Satbolt  chromometer,  88 
Satbolt,  Enolbb,  and  Redwood  viscosim- 

eters,  conversion  table  for,  355 
Satbolt  thermo-viscometer,  85 
universal  chromometer,  79 
color  shades  for,  354 
viscosimeter,  90-95 
bath  control.  92,  93 
dimensions  of,  91 
viscosity  mixtures,  358,  359 

of  blends,  364 
wax  melting-pmnt  apparatus,  175 
ScHL(^rBR  and  Marcusson  on  ceresin,  178 
ScHUTTB  and  Forrest  on  extractors,  149 
ScHWARTs  and  Nxvitt  on  "doctor"  test,  60 

on  use  of  sodium  plumbite,  37 
ScHWBXTXBR  and  Lunowitz   on  soaps  in 
mineral  oils,  99 
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Sediments,  determination  of,  4 
Shale-oil,  commercial  evaluation  of,  194 
economic  conaiderationa  reepecting,  183 
examination  of,  194 
paraffin  from,  178 
Shale  plant,  factors  in  choosing  a  site  for, 

184 
Sheet  asphalt  pavements,  454 

paving,  specifications  for,  396 
Shkbman  on  iodine  number,  21 
Sherman  and  Kbopff  on  calorific  value,  7 
Shbbman,  Danjuoxr  and  Kohnbtamm  on 
specific  temperature,  reaction,  113 
Shubbxck  on  emulsions,  4,  6 
Sbidbl,  Traobr  and  McCot  on  emulsified 

oil.  6 
Shipment  of  gasoline,  rules  for,  334 
SxRorRiBD  on  fullers'  earth,  39 
Signal-mechanism    oil,    specifications    for, 

875,  377 
Signal  oil,  burning  test  on,  82 

specifications  for,  351 
Signal  oils,  chiU  test  of,  84 

composition  of,  86 
Signal  semaphore  lamp,  83 
Single-coil  absorption  tester,  281 
Siphon  gage  for  measxiring  volume  of  gas.  294 
Skimming  process,  31 
Skinmbr  on  transformer  oil,  160 
Slack  wax,  27,  29 
Smith  and   Mabbrt   on  sulphur  in  petro- 

leiim,  8 
Smith,  Embrt  Company  apparatus,  282 
Snblung,  vapor  tension  ciu-ves  of,  324 
Soap,  determination  of,  in  compounded  oils, 

170 
Soaps  in  lubricating  oils,  99 
Soda  greases,  118 
Sodium  plumbite  solution  and  test,  60 

use  of,  37 
Soft  petroleum  ointment,  174 
Softening-point,  apparatus  for  determina- 
tion of,  387 
of     bituminous     materials,    A.S.T.M. 
method  for,  386 
Solar  oil,  159 
Soluble  bitumen,  A.S.T.M.  method  for,  391 

cutting  oils,  166 
Solvent  gasoline,  66 

distillation  curve  of,  352 
naphtha.  66 

estimation  of,  in  light  oil,  207 
sulphuric  acid  color  test  for,  225 
wash  test  for.  228 
properties  of  mineral  spirits.  67 
Sommbr  on  use  of  dimethyl  sulphate,  62 
SoMMER  and  Ulzer  on  ceresin,  178 
Souther  on  carbon-residue  test,  105 
Specific  gravities,  pounds  per  gallon,  and 
gallons  per  pound,   corresponding 
to  degrees  Baum^  designated,  316 


Specific  gravity  bottle,  44 

chart  for  natural  gas.  542 
conversion   of,   to     Baain4    gravity, 

312 
of  bitumens,  use  of,  129 
of  crude  petroleums,  2 
of  fluid  and  semi-solid  bitumens,  127 
of  gasolines,  41 
of  lubricating  oils,  88 
tube,  44 
heat,  determination  of,  11 
temperature  reaction  of  mineral  oils, 
118 
Speeiflcations  for  asphalt,  392,  398 
for  asphaltic  eonoreie,  410 
for  broken  stone  and  grav^  roads,  416 
for  gasolines,  388 
for  illuminating  oila,  350,  351 
for  lubricants,  380 
for  lubricating  oils.  128,  377 
for  lubricating  oila,  C.  8.  P.  8..  665 
for  mechanism  lubricating  oil,  373 
for  sheet  asphalt  paving,  396 
for  signal  oil,  351 

for  surface  treatments  with  cold  bitumi- 
nous materials,  407 
for  transformer  oil,  408 
for  lero  Fahrenheit  lubrieatinc  oil,  375 
railway,  for  petr«deiun  products,  488 
Sperm  oils  for  burning,  80 
Spbrr,  F.  W.,  acknowledgment  to,  vi 
Spbbr  on  bensol-recovery  plant  laboratory 

methods,  199 
Spilkbb  on  carbon  disulphide  in  bensols, 

231 
Spilker  and  Krabmer's  method.  229 
Spirit,  40 
Spontaneous  ignition  temperature  of  gaso- 

Une,  61 
Sprbnoel  tube.  44 
Stammer  chromometer,  79 
Standard  meter  prover,  287 
oil  tube.  564 
white  distillate,  30 
''Standards"  specific  gravity  apparatus  for 

gases,  245 
Stanton  on  absolute  viscosity,  90 
Stark  and  Dean  on  water  in  petroleom,  6 
State  laws  relating  to  keroeene,  349 
Steam,  amount  of,  uised  in  distillatioos,  26 
Steam-cylinder  oils,  cold  test  for,  101 
Steam  distillation  apparatus,  206 

effect  of.  in  refining,  38 
Stepanow  on  flow  of  oil  through  wick,  81 
Still  coke,  31 

one-barrel,  24 
Stillman  on  heat  of  combustion,  7 
Stills  and  condensers,  24 

laboratory,  23 
Stopcocks,  lubrication  of.  256 
Straight  cutting  oils,  166 
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Stbattord  on  demulBibility,  108 

oven.  103 
Straw  oil.  275 

apparatus  for  diatillation  of,  235 
StObeb  and  Tausz  on  Edblbanu  method, 

22 
Sulphur,  action  of,  on  oils,  38 

compounds  in  lubricating  oils,  97 

in  petroleum,  8 
CoNBADBON  method  for.  77 
determination  of,  7 
dioxide,  use  of  liquid,  as  solvent.  22 
in  crude  petroleums,  7 
in  gasolines,  59 
in  illuminating  oils.  75 
in  lubricating  oils,  97 
relation  of  gravity  to  percentage  of. 

325 
tests  for.  8 
Sulphuric  acid,  action  of.  on  distillates.  38 
color-test  for  bensols.  225 
effect    of.    on    unsaturated    hydro- 
carbons. 56 
loss  to.  20 
for  gasoline,  56 
refining  with.  26.  35 
used  in  refining,  34 
Sulphurised  residues,  125 
Sun-bleaching.  36 
Surface  tension  of  oils,  120 

treatments  with  cold  bituminouis  ma- 
terials, 407 
Sweat  oil,  29 

Sweating  of  caude  paraffin  wax,  Campbell 
and  Wilson  on,  493 
of  wax,  29.  493 
pan,  30 


Taber,  George  H.,  acknowledgment  to.  vi 

on  Baum^  gravity,  3 

Rravity  of  liquids,  42 
"Tag"  melting-point  teeter,  176 
Tauliabue  closed-cup  tester,  70,  72,  78 

open-cup  tester,  70,  74,  75 
Tanks,  sampling  from,  179 

water  in,  181 
"Tar."  125 

defined.  463 

distilled,  analysts  of.  200 
Turs  and  tar  products,  125 

crude,  analysis  of,  200 

float  test  on,  131 

»pccifications  for,  410 
Taihz  and  StOber  on  Edblbanu  method, 

22 
Temperature-fluidity  curves,  85 
Tervet  on  refining  shale-oil,  194 
Teflt-absorbers.  281 
Thermal  density  coefficients,  1 1 


Thermohydrometer,  43 
Thermometer  for  gasoline  distillation,  54 
calibration  of,  15 
correcting  temperatures  on,  52  . 
for  distillation,  53 
Thielb  on  sulphur  in  petroleum,  8 
Thibssbn  and  Pbrbott  on  testing  of  carbon 

black,  283 
•'Thieves,"  181 
"Thieving,"  182 

Tholb  on  estimating  aromatic  hydrocar- 
bons, 57 
Tholb  and  Dunbtan  on  lubricating  frac- 
tions. 21 
on  lubricating  oils,  120 
Thomas  on  emulsification,  107 
Thomson    and    Ballanttnb    on    specific 

temperature  reaction,  113 
Thurston  oil-tester,  121,  122 
on  mechanical  testers,  121 
Thubston's  oil-testing  machine,  122 

railroad  lubricant  testing-machine,  122 
Tintometer  of  Lovibond,  88,  *89 
ToBBT  on  transformer  oil,  160 
Toluene,  estimation  of,  in  light  oil,  207 

properties  of,  240 
Toluol,  sulphuric  acid  color  test  for,  225 

wash  test  for,  227 
Toluols,    paraffins    and  unsaturated  com- 
pounds in,  229 
Total  heating  value,  61 

of  gas,  254 
Toughness  test.  471 
Tbaoeb,  McCot  and  Shidel  on  emulsified 

oU,  6 
Trainmen's  hand-lanterns,  83 
Transformer  oil  described,  160 
effect  of  lur  on  hot,  165 
effect  of  water  on,  160 
properties  of,  161 
specifications  for,  161,  164,  493 
tests  for,  161 
oils,  flash-  and  fire-points  of,  161 
"Transil"  oil,  164 
Transmission  lubricant,   specifications  for, 

569 
Trotter  on  lime  greases,  1 18 
Tubes,  filter,  29 
Turbine  oil  testing,  111 
Turpentine  substitutes.  66 
TwoMEY,  EoLOFP  and  Rittman  on  uise  of 
dimethyl  sulphate,  62 
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Ubbelohde  on  lubricating  power,  119 
on  lubrication  value,  121 
viscosimeter,  84 

Uintaite,  124 

Ultimate  analysis  of  petroleum,  10 

Ulsbb  and  Sommbb  on  ceresin,  178 
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Underwood  and  Gabnsb,  study  of  char- 
coal  absorption   method   by,   274 
Union  colorimeter,  80 
United    States    Fuel    ADinNitTRATiON*8 

gasoline  specifications,  53 
Unrefined  lamp  oils,  18 
lubricants,  18 
naphthas,  18 
Unsaturated  compounds  in  bensol,  determi- 
nations of,  229 
hydrocarbons,  21 
Urpethite.  178 


Valenta  on  use  of  dimethyl  sulphate,  62 
Valve  oils,  special  tests  on,  1 13 
Vapor  pressure  apparatus,  64 
determinations,  63 
of  gasoline,  63 
tension  curves  of  paraffin  hydrocarbons, 
324 
Vaporisation,  heat  of,  11 
Vaseline.  174 
Viscosi  meters,  conversion  table  for,  355 

types  of,  90 
Viscosi  metry.  90 
Viscosities  of   mixtures,   determination  of, 

372 
Viscosity,  absolute,  90 

bending  chart  for  Satbolt  viscosity,  362 
Viscosity  blending  chart  of  Espy.  363 
effect  of  temperature  on,  356 
of  asphalts,  157 
of  blends,  364 
of  crude  petroleum,  4 
of  hydrocarbon  oil    mixtures,  calculat- 
ing, 357 
of  illuminating  oils,  84 
of  lubricants,  550,  563 
of  lubricating  oilM,  00 
tranaition  chart,  356 
Voids  in  mineral  aggregate,    determination 
of,  154 
aggregates,  474 
Volatility  of  gasoline,  reports  on,  65 
of  lubricating  oils,  106 
tCHt  for  gasoline,  46 
Volatilization     test    on    bituminous     road 
materials,  136 
use  of,  13S 
VoLi.ERTHKN  OH  fuUers*  earth,  39 
\'olun»e  of  K&s  woIIm.  203 
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Wallace  and   Richardson  on  sulphur    in 

petroleum.  8 
Wash  oil,  deterriiinution  of  light  oil  in.  236 
in    liRht    oil,    detcrnunation    of,     217 
specifications  and  leHts  of,  232 
test  for  benzol  and  toluol,  227 


Washed    bensol,    determination  of  aneatn* 
rated  compounds  in,  229 
testa  of,  227 

bensols*  test  for  sulphur  oxides  in.  228 
Water  and  B.  8.,  determination  of,  4 

density  of,  44 

detection  of,  in  tanks  or  emrs,  181 

fas  tar  eement,  414 

ia  gasoline,  40 

in  paraffin  wax,  176 

in  petndeum,  4 

indieatins  apparatus,  181 

influence  of,  on  flash-point,  60 

traps,  25 

white  kerosene,  buminc-test  on,  82 

cloud-test  of,  83 

flock-test  of,  84 
Watebs  carbonisation  test,  103 

on  determination  of  sulphur.    97 

oxidation  oven,  103 
Waison  and  Qabbt  on  testing  gasoline.  48 
Wax,  sweating  of.  29 

tailings,  81 

testing  presses,  176,  177 
Waxes,  mineral,  178 
Weiss  on  analytical  methods  of  The  Bae- 

rbtt  CoMPAirr,  200 
Weiss  and  CBxrtum   on  use    of  dimethvl 

sulphate,  62 
Westcott  on  gasoline  yivld   of  gaaes.   544 

WESTINGHOUSE    ElBCTBIC    AlfD    Manufac- 

TURiNQ  Company,  transformer  oil 
of,  161 
Weston  and  Fbyeb  on  Wijs  method.  21 
Westphal  balance  method,  45 

specific  gravity  balance,  45,  46 
*'  Wet "  natural  gas,  267 
White  petrolatum,  174 
petroleum  jelly,  174 
spirit,  40 
Wick-fecd  test  on  lubricants,  563 
Wick,  flow  of  oil  through,  81 
Wijs  method,  21.  59 
WiLKiNS  tester.  122 

Williams  and  Newton  on  asphalts.   157 
on  burning  quality  of  oils.  81 
on  Humbolt  penetrometer.  134 
Wilson  chromometer,  79 
Wilson    and    Campbell    on    sweating    of 

paraffin  wax.  493 
Wilson  and  Robebtb'  method,  213 

on  determination  of  bensene,  216 
Wire-rope  lubricant,  specifications  for.  570 
WiTHROw  and  Robson  on    flash-point.  70 
Wood  block  preservative,  distillation    test 
for,  485 
oils,  158 
W^urtzilite,  125 

X 

Xylene,  properties  of,  240 
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